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PREFACE. 


The purpose of this work is to supply a complete 
manual of chemical analysis, for the use, especially, of 
agricultural students. 

The qualitative and quantitative processes that are de- 
scribed refer only to such substances as are found in soils, 
plants, animals, fertilizers, or other materials or products 
of agriculture ; and, moreover, in order to reduce the size, 
and consequently the cost of the book as much as possi- 
ble, except in two or three instances, only those methods 
of analysis are introduced which are most commonly 
used by good chemists, and have been tried and found 
reliable, with such improvements as have been made in 
more recent practice. 

The chapters on Special Analyses consist, in the main, 
of a translation of the “ Anleitung zur Chemischen Un- 
tersuchung landwirthschaftlich-wichtiger Stoffe, von Dr. 
Emil Wolf, 2te Auflage, 1867,” a work of the first au- 
thority in Germany ; two or three unimportant matters 
have been omitted, the arrangement has been somewhat 
altered, and some additions have been made to the original. 

The other chapters, on reagents, manipulation, etc., are 
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made up largely from the “ Anleitung zur Quantitativen 
Chemischen Analyse, von Dr. C. RR. Fresenius, 5te 
Aufiage, 1866.” 

Concerning late improvements in methods of analysis, 
the Zeitschrift fir Analytische Chemie, by the same au- 
thority, has been frequently consulted. 

The scheme of qualitative analysis has worked well in 
my own hands, and with my own students, but, neverthe-. 
less, I would have preferred to give it a more careful 
trial before publishing it. 

Valuable assistance in testing this and other methods 
of analysis has been received from Mr. T. B. Comstock, 
while a student in my laboratory. 

The use of the old system of atomic weights, and of 
the old nomenclature, would doubtless have made the 
book more simple to the majority of students at first, but, 
nevertheless, it seemed more expedient to follow the com- 
mon usage in the best recent works on chemistry. The 
same may be said in regard to the use of the centigrade 
thermometer and the metric system of weights and 
measures. 

Although the work has been somewhat hastily prepared 
to meet a pressing want in my own laboratory, I trust it 
may yet be found to answer a good purpose in other lab- 
oratories where agricultural chemistry is made a specialty. 
GoGe. 


Cornell University, College of ) 
Agriculture, August, 1869. J 
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CHAPTER I. 


REAGENTS. 


The following list contains all the reagents used in the 
- various courses of analysis described in this book, arranged 
in alphabetical order. Most of them can be procured of 
the druggists, or the dealers in apparatus and. chemicals. 

Directions are given here for the preparation of such 
reagents only as cannot be thus obtained conveniently. 
The chemical tests to which each reagent should be sub- 
jected, in order that the analyst may be assured of its 
purity, and the strength of the solutions to be made, are 
also given, when it is necessary. Most of this information 
is taken from the works of Fresenius. 

The new system of nomenclature and the new formulas 
being adopted in this work, the new name and formula 
of each reagent are given first, and, for the benefit of 
those who are less familiar with these, the old name and 
formula are afterwards enclosed in parentheses, whenever 
there is any essential difference between the new and the 
old. 
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1, a—Acid, acetic.—HC,H,O,. (HO,C,H,O,. HO,A.) 
—This should leave no residue on evaporation, and 
should emit no empyreumatic odor when evaporated after 
saturation with sodic carbonate; neither hydrosulphuric 
acid, argentic nitrate, nor baric chloride should produce 
any change in it, nor ammonic sulphide, after neutraliza- 
tion with ammonia. 

6. Acid, citric.—H,C,H,O,. (8HO,C,,H,O,,.)—Reerys- 
tallize it, unless clean and colorless. 7 

c. Acid, hydrochloric.—HCl. | (Chlorhydric acid. Mu. 
riatic acid.)—This must be colorless, and it should leave 
no residue when evaporated on platinum foil, nor should 
it attack the foil; it should give no blue color to starch- 
paper, nor should it bleach starch that has been faintly 
colored blue with iodine; it should give no turbidity with 
baric chloride, after having been considerably diluted, nor 
should it be colored by hydrosulphuric acid or potassic 
sulphocyanate. 

For the dilute acid, add the concentrated acid to 4 parts 
of water. _ | 

d. Acid, hydrosulphuric.—H,S. (HS.)—Pour dilute 
sulphuric acid through a funnel tube over fused ferrous 
sulphide, in a common bottle, and conduct the gas that is 
evolved, first through water in a small wash-bottle, and 
then into distilled water. The solution should emit a 
strong odor of sulphuretted hydrogen, and should be 
freshly made. 

e. Acid, nitric HNO, (HO,NO..)—This should be 
colorless, and should leave no residue when evaporated on 
platinum foil; after having been considerably diluted, it 
should not be made turbid by argentic nitrate or baric 
chloride. For the dilute acid, add the concentrated acid 
to 4 parts of water. 

jf. Acid, nitro-hydrochleric, Aqua regia.—Mix to- 
gether 1 part of pure nitric acid, and 3 or 4 parts of pure 
hydrochloric acid. 
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g. Acid, oxalic.—H,C,O,. (2HO,C,0,.) This should 
not present the least appearance of efflorescence ;_ it 
should give a perfectly clear solution with water, and 
should fea no residue when ignited in a platinum dish. 
If the_acid does not meet these requirements, it should be 
purified by repeated recrystallization. 

Stolba (Fresenius, Zeitschrift 8, 63) recommends subli- 
mation as a convenient method of purifying oxalic acid. 

Dry the acid thoroughly by keeping it in a warm place 
for a considerable time, with occasional stirring; when a 
small portion of it, Denies heated in a test tube, gives off 
but little water before subliming, it is sufficiently dry. 
Put it, then, in a large beaker to the depth of 15-20 mm., 
cover the beaker with a hollow cone of paper, and im- 
bed it in iron turnings in an iron dish, to the same depth 
as that of the acid inside, and heat it cautiously, raising 
the temperature very gradually. Scrape off the outside 
of the cone of sublimed acid, separate the more solid yel- 
lowish outer part from the white inner portion, and purify 
each by itself by crystallization from solution as usual. 

h. Acid, sulphuric. — H,SO,.. (HO,SO,). — Common 
sulphuric acid usually contains lead, which is precipitated 
as a fine white powder, when the acid is diluted with con- 
siderable water, or when mixed with 4 or 5 parts of 
alcohol ; it sometimes gives a red color with a solution of 
ferrous sulphate, where the two liquids come in contact (§ 
62), and, when diluted, gives the reaction for chlorine with 
argentic nitrate (§ 63), and for arsenic by Marsh’s test 
($57). The pure acid should give none of these reac- 
tions, nor any blue color after dilution with 20 parts of 
water, when a little starch paste and potassic iodide are 
added to the cooled liquid; it should be volatilized com- 
pletely when heated. 

The dilute acid is prepared by adding the concentrated 
acid to 5 parts of water, slowly, and with constant. stir- 
ring, letting the mixture stand a long time if any plumbic 

1% 
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sulphate is precipitated, and then decanting the clear su- 
pernatant liquid for use. 

a Acid, silicic.—See Quartz. 

k. Acid, tannic, needs no testing. 

2. Alcohol.—C,H,O. (C,H,O,.)—This is used both in 
its pure state (absolute alcohol), and mixed with water 
until its specific gravity is 0.83 or 0.84, corresponding 
to about 90°|, of pure alcohol, by volume. 

It should be volatilized completely, and leave no odor 
of fusel oil when rubbed between the hands; it should 
burn with a pale blue, barely visible flame, and should 
not redden blue litmus-paper. 


3. a.—Ammonic acetate.—NH,C,H,O,. (Acetate of 
ammonia. NH,O,C,H,O, NH,O,A.)—This should be 
colorless, free from empyreumatic odor, and inorganic 
acids, and should be completely volatilized when heated. 


6. Ammonic carbonate.—(NH,),CO,. (Carbonate of 
ammonia. NH,O,CO,.)—This should be completely 
volatilized when heated, and, after supersaturation with 
nitric acid and heating, should give no reaction with solu- 
tions of silver, barium, or ammonic sulphide. Dissolve it 
in 4 parts of water, and add 1 part of ammonia, Keep 
some of the salt also in the dry form. 


ce. Ammonic chioride.—NH,Cl. (Chloride of ammo- 
nium.)—This should be completely volatilized when heated 
on platinum foil, and should give no reaction with am- 
monic sulphide, baric chloride, or litmus. Dissolve in 8 
parts of water. Keep some of the salt also in the form 
of a dry powder. 


d. Ammonic fluoride.—NH,F. (Fluoride of ammonium.) 
—This, when heated in a platinum dish, should leave no 
residue; if impure, it may be purified by sublimation 
between two platinum dishes, It should be kept in gutta 
percha bottles, 
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e. Ammonic hydrate.—NH,HO. Ammonia NH,.— 
This should be colorless, and leave no residue when evap- 
orated in a watch-glass: after dilution with its volume of 
water, it should give no very marked turbidity with lime- 
water, and, after supersaturation with nitric acid in slight 
excess, it should give no precipitate or color with argentic 
nitrate, baric chloride, or ammonic sulphide. 

J. Ammonic molybdate.— (NH,),MoO,. (Molybdate 
of ammonia. NH,O,MoO,.)—Dissolve 1 part of molyb- 
dic acid in 8 parts of ammonia-water, pour the solution 
into 20 parts by weight of nitric acid (Sp. Gr.=1.2), let 
the mixture stand several days in a warm place, and 
decant the clear liquid for use. When moderately heated 
with excess of nitric acid, it should give no yellow pre- 
cipitate. 

g. Ammonic nitrate.x—NH,NO,. (Nitrate of ammonia. 
NH,O, NO,.)—This should give no reaction with baric 
chloride or argentic nitrate, and should be completely 
volatilized when heated. 


h. Ammonic oxalate.—(NH,),C,O,. (Oxalate of am- 
monia. 2NH,O,C,O,.)—This should be completely vola- 
tilized by heat, and should give no reaction with hydro- 
sulphuric acid, or ammonic sulphide, or with baric chloride 
in a solution acidified with hydrochloric acid, Dissolve 
in 24 parts of water. 


z. Ammonic sulphate.—(NII,),,SO,. (Sulphate of am- 
monia. NH,O,SO,.)—This may be readily prepared by 
neutralizmg ammonic hydrate with dilute sulphuric acid. 


k. Ammonic Sulphide. — (NH,),S. (Sulphide of am- 
monium, NH,S.)—Conduct sulphuretted hydrogen (§ 1, 
d) into 3 parts of ammonic hydrate as long as the gas 
is absorbed, and add 2 parts of fresh ammonic hydrate. 
The reagent should evolve sulphuretted hydrogen freely 
when mixed with strong acids, and should give at least 
only a white precipitate with them; it should give no re- 
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action at all with solutions of lime or magnesia; when 
evaporated in a platinum dish, the fexidng should be vola- 
tilized completely on ignition. 

Dissolve some flowers of sulphur in a small portion of 
the reagent, and label this solution, ammonic sulphide 
with excess of sulphur. 


2. Ammonic tartrate.—(NH,), C,H,O,. (Tartrate of 
ammonia. 2NH,O,C,H,O,,.) — Neutralize tartaric acid 
with ammonic hydrate, and then add more ammonie hy- 
drate, so that it shall be in excess over the acid. 


m. Ammonic-ferrous sulphate. — (NH,), Fe (SO,).. 
(Sulphate of protoxide of iron and ammonia. NH,O, 
TeO, (SO,),.)—Divide a quantity of sulphuric acid into 
two equal ‘parts; heat one of them with an excess of 
small clean iron nails free from rust, as long as the evolu- 
tion of hydrogen continues. Neutralize the other portion 
of the acid accurately with ammonic carbonate, and then 
add a few drops of sulphuric acid. J ilter the solution of 
ferrous sulphate, obtained by the action of the acid on the 
nails, into the ammonic sulphate, evaporate the mixture 
a little if necessary, and let it crystallize. Let the erys- 
tals drain in a funnel, dry them by exposure to the air on 
filter-paper, and keep them in a well stoppered bottle. 
The solution of the salt in water acidified with sulphuric 
acid should give no red color with potassic sulphocyanate, 


4. Argentic nitrate. — AgNO,. (Nitrate of silver. 
AgO, NO,.)—After the solution of this reagent has been 
‘completely. precipitated with hydrochloric acid, the fil- 
trate from the precipitate should leave no residue when 
evaporated, and the same filtrate should give no color 
with ammonic sulphide. Dissolve in 20 parts of water. 

All the silver refuse, consisting of precipitates contain- 
ing silver, and solutions to which argentic nitrate has been 
added, should be thrown into a bottle containing dilute 
hvdrochloric acid. When a sufficient quantity of the 
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precipitated chloride has accumulated, separate it from 
the liquid by decantation of the latter, wash it well with 
water, pour dilute sulphuric acid over it, and put some 
pieces of zine in contact with it. 

When the whole is changed to a gray metallic powder, 
and the zinc is all dissolved, filter out and wash the pow- 
der well, dry, and ignite it. Dissolve the silver thus ob- 
tained in nitric acid, add water, filter if necessary, evap- 
orate the filtrate to dryness on the water-bath, and dis- 
solve the residue in 20 parts of water, and subject the 
solution to the tests above described. 


5. «a.—Baric acetate, — Ba(C,H,O,),. Acetate of 
baryta. BaO,C,H,O,. BaO,A.)—This should be colorless 
and should have no empyreumatice odor, and it should 
give no reaction with ammonic sulphide or argentic ni- 
trate; after complete precipitation with sulphuric acid, 
the filtrate should leave no residue on evaporation, Dis- 
solve in 10 parts of water. 


b. Baric chloride.—BaCl,. (Chloride of barium. BaCl.) 
—This should not affect litmus-paper, nor give any 
reaction with ammonic sulphide; after complete pre- 
cipitation with sulphuric acid, the filtrate from the precipi- 
tate should leave no residue when evaporated. Dissolve 
in 10 parts of water. 

ce. Baric hydrate.— Ba(HO),. (Hydrate of baryta. 
Baryta water. BaO,HO.) — After precipitation of the 
barium from the solution by sulphuric acid, the filtrate 
should remain clear when mixed with alcohol, and should 
leave no residue when evaporated. Dissolve in 20 parts 
of water. In determinations of urea in urine, a mixture 
of one volume of a cold saturated solution of barie nitrate 
and two volumes of a cold saturated solution of baric 
hydrate is used. 

d. Baric nitrate.—Ba(NO,),. (Nitrate of baryta. BaO, 
NO,.)—This should be completely precipitated by sul- 
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phuric acid so that the filtrate from the precipitate leaves 
no residue when evaporated, and it should give no reac- — 
tion with argentic nitrate. 


e. Calcic chloride.—CaCl,. (Chloride of calcium. CaCl.) 
—This should not affect litmus-paper, should give no 
reaction with ammonic sulphide, nor any ammonia when 
heated with sodic hydrate. Dissolve the erystals in 5 
parts of water. 

The crude, impure, fused chloride answers for desicca- 
ting purposes. 

J. Caleic fluoride.—CaF,. Fluor spar.—To save 
trouble, buy the powdered fluor spar. 


g. Calcic hydrate.—Ca(HO),. Lime-water. (CaO, 
HO.)—Digest slaked lime with cold water with occasional 
stirring, let the mixture stand quietly for a time, and de- 
cant the clear liquid for use. It should give a dark color 
to turmeric-paper, and a considerable precipitate with 
ammonic oxalate. 

for many purposes milk of lime is used in preference 
to lime-water; this reagent is simply lime-water mixed 
with an excess of undissolved calcic hydrate. It should 
be made with lime from white marble, and should be kept 
in well stoppered bottles, and shaken up when used. 


h. Caleic sulphate.—CaSO,. (Sulphate of lime. CaO, 
SO,.)—Digest powdered, crystallized gypsum a long time 
with cold water, with frequent agitation, let the mixture 
stand quietly at last, and decant the clear liquid for use. 


6. Chlorine.—Cl.—Nearly fill a flask with manganic 
binoxide in pieces about as big as peas, and then add so 
much common, concentrated hydrochloric acid, that about 
half the oxide will be immersed in it. Conduct the gas, 
by a glass tube passing through the cork with which the 
mouth of the flask is closed, through a cylinder or wash- 
bottle containing concentrated sulphuric acid. The evo- 
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lution of the chlorine begins at common temperatures, but 
_ a little heat must be applied after a time. 

7. Cobaltic nitrate.—Co(NO,),.—Dissolve the salt in 
10 parts of water. 

8. Cochineal solution.—Boil cochineal with water. 
The solution will keep better if about half its volume of 
alcohol is added to it. 

9. a—Cupric acetate.—Cu (C,H,0,)CuO. (Acetate 
of copper. Verdigris. 2CuO,C,H,O,.)—To prepare the 
solution of this salt for washing the precipitate of baric 
sulphate, dissolve the commercial salt in water contain- 
ing a little acetic acid, add 2 drops of sulphuric acid, if 
this acid is not already present, then a few drops of baric 
chloride until the liquid gives a faint reaction for barium, 
boil a short time, and filter. The solution should be sufti- 
ciently concentrated to deposit crystals on cooling. Use 
the supernatant saturated solution, 


6. Cupric sulphate. — CuSO, (Sulphate of copper. 
CuO,SO,.)—This should be recrystallized once or twice. 


10, Curcuma-paper.— Zurmeric-paper. — Digest pul- 
verized curcuma root with 6 parts of weak alcohol, color 
slips of unsized paper with the yellow extract, and dry 
them. 

11, Ether.—C,H,,0O. (C,H,O.)—This is sufficiently 
pure as obtained of the druggist. 

12. a.—Ferric chloride.—Fe,Cl, (Perchloride of iron. 
Fe,Cl,.)—Its solution should give a permanent precipi- 
tate with a drop or two of ammonic hydrate; it should 
give no blue color with potassic ferricyanide. Dissolve in 
20 parts of water. 

b. Ferric oxide.—Fe,O,.  (Sesquioxide of iron.) —This 
is also known as colcothar. 

c. Ferric nitrate,—Fe(NO,),. (Nitrate of sesquiox- 
ide of iron, Fe,0,,3NO,.)—Dissolve iron in nitric acid, 
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evaporate the solution to expel excess of acid, and dis- 
solve the residue in 10 parts of water. 

d. Ferrous chloride.—FeCl,. (Protochloride of iron. 
FeCl.)—Dissolve pianoforte wire in concentrated hydro- 
chloric acid; the solution should be made as it is wanted. 


e. Ferrous sulphide.—FeS. (Sulphide of iron.)—Get 
the fused sulphide of the druggists. 

13. Hydrogen.—H.—This is made by the action of di- 
lute sulphuric acid on granulated zine. To purify the gas 
conduct it through a U tube, or a calcic-chloride cylinder, 
containing freshly ignited charcoal, and in order to dry 
it, through another cylinder containing calcic chloride. 


14, Indigo solution.—This may be prepared by treat- 
ing 1 part of finely powdered indigo with 5 parts of 
fuming sulphuric acid 48 hours in the cold, and pouring 
the mixture into 20 parts of cold water. 

15. lodine.—I.—This needs no testing. 

16. c.—Iron Turnings.—These should be clean and 
free from grease, 

6. tron Wire.—Get the finest pianoforte wire, free from 
rust. 

17, a.—Lead-paper.—sSoak slips of unsized paper in a 
solution of plumbic acetate, dry, and keep in a well stop- 
pered bottle. 

6. Litmus-paper (blue).—Digest irae with 6 parts of 
water, filter, divide half of the filtrate into two equal 
parts aa eutehiie saturate the free alkali in one of these 
parts with sulphuric acid, until the liquid has taken a red 
color that does not disappear after standing a few min- 
utes; add the other part to this, color strips of unsized 
paper in the blue liquid, dry them, and keep in a dark 
place. The strips should have a fee color. 

c. Litmus-paper (red).—Add sulphuric acid to hie 
other half of the extract of the litmus until a permanent 
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red color is just obtained ; color slips of unsized paper in 
this solution, dry them, and keep in a dark place. The 
strips should have a distinct red color. 


18, a.—Magnesia (calcined).—Mg0O.—This should be 
freshly ignited before being used. 


b. Magnesia mixture.—Mix together 1 part of mag- 
nesic sulphate, MgSO,, 1 of ammonic chloride, 4 of am- 
monic hydrate, and 8 of water; let the mixture stand 
several days in a moderately warm place, and decant the 
clear solution for use. 

19, Malt.—Get good brewer’s malt. 

20. Manganic binoxide.—MnO,.—The commercial, na- 
tive, crystallized binowide of manganese is generally suf- 
ficiently pure. 


21. a—Mercuric nitrate,x—Hg(NO,),. (Nitrate of 
mercury. HgO,NO,.) — Dissolve mercury in its own 
weight of nitric acid (Sp. Gr.=1.4), heat the mixture to- 
wards the close of the cperation, and, finally, add to it 
twice its bulk of water. 


6. Mercureus nitrate.—Hg,(NO,),.—(Subnitrate of 
mercury. Hg,O, NO,.)—Pour 1 part of pure nitric acid 
(Sp. Gr.=1.2) over 1 part of mercury, let stand 24 hours 
in a cool place, separate the crystals from the undissolved 
mercury and the mother-liquor, dissolve them in water 
mixed with *|,, of nitric acid, by trituration in a mortar, 
filter, and keep the solution in a bottle with metallic mer- 
cury covering the bottom. 

Microcosmic salt.—See sodic ammonic phosphate. 

Milk of lime.—See calcic hydrate. 

22. Oxygen.—O.— Mix ‘together in a mortar 100 grms. 
of potassic chlorate and 0.1 grm. of ferric oxide, half fill 
a retort with the mixture, and heat over a coal fire, at first 
gently. As soon as the contents of the retort are partly 
fused, mix them together by gentle agitation. Collect 
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the gas in the gasometer; for use, conduct it from the 
gasometer through a solution of caustic potash (Sp. Gr.= 
1.27) ina Liebig’s potassa-bulb, then through a U tube 
containing pumice-stone soaked in sulphuric acid, and 
finally through a tube containing calcic chloride. 


Phosphorus salt.—See sodic ammonic phosphate. 


23. Platinic chloride.—PtCl,; (Bichloride of plat- 
inum. PtCl,.)—Its solution, evaporated to dryness on 
the water-bath, should leave a residue entirely soluble in 
alcohol. 

Precipitates and solutions containing platinum should 
be thrown into a bottle containing a solution of ammonic 
chloride. When a sufficient quantity of the precipitate 
has accumulated, separate it from the liquid by filtration, 
wash, dry, and ignite it strongly. Exhaust the residue 
thoroughly with hot nitric acid, wash the insoluble part 
in water, dissolve in aqua regia with the aid of a gentle 
heat, adding fresh portions of nitric acid until the plat- 
inum is completely dissolved, evaporate the solution on 
the water-bath, with the addition of hydrochloric acid, 
and dissolve the semi;fluid residue in 10 parts of water. 

24. a—Plumbic acetate.—Pb (C,H,O,),. (Acetate 
of lead. PbO, C,H,O, PbOA.)—The basic acetate, 
Pb (C,H, 0,), 2 PbO, is prepared by treating 120 grms. 
of crystallized common acetate (sugar of lead) with 60 


1 


: 


germs, of gently ignited, and then finely pulverized plumbic — 


oxide (litharge), and 400 c.c. of water; let the mixture 
stand some time in a warm place with frequent agitation, 
and finally filter the liquid for use. 

b. Plumbic binoxide.—Pb9O,,. 

c. Plumbic oxide.—PbO. Litharge. 

25. a—Potassic acetate.—KC,H,O,. (Acetate of po- 
tassa. KO,C,H,O,.)—This should be white and free from 
empyreumatic odor. Dissolve in 5 parts of water. ; 
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6. Potassic bisulphate.—KHSO,. (Bisulphate of po- 
tassa. KO,HO,SO..) 

c. Potassic chromate.—K,CrO,. (Chromate of po- 
tassa. KO,CrO,.)—This should give no turbidity with 
argentic nitrate, after acidification with nitric acid. Make 
a cold saturated solution. 

d. Potassic chlorate.—IKCl1O,. (Chlorate of potassa. 
KO,CI1O..) 

e. Potassic dichromate.—K,Cr,O,.  (Bichromate of 
potassa. KO,2CrO,.)—This should be recrystallized. 
Dissolve it in 12 parts of water. 


J. Potassic ferricyanide.—K,Cy,Fe. K,Cfdy. (Fer- 
ricyanide of potassium. K,Cy,Fe,.)—This should give 
no blue color with ferric chloride. 

g. Potassic ferrocyanide.—K,Cy,Fe. K,Cfy. (Fer- 
rocyanide of potassium. K,Cy,Fe.)—Dissolve in 12 parts 
of water. 

h. Potassic hydrate.——KHO. (Potassa KO,HO.)— 
This should not be changed by ammonic sulphydrate, and 
should effervesce but slightly if at all with hydrochloric acid; 
the solution obtained with hydrochloric acid in excess, 
when evaporated to dryness should give a residue that is 
at least almost completely dissolved by water; the same 
solution should give, at the most, but a very slight reac- 
tion for phosphoric acid with ammonic molybdate, and 
should give but a slight flocculent precipitate with am- 
monia in excess, after long standing in a warm place. 
Pure potassa prepared from an alchoholic solution of the 
hydrate should give none of these reactions. Dissolve in 
10 parts of water. 


z. Potassic iodide.—KI. (Iodide of potassium.)—This 
is sufficiently pure as obtained from the druggists. 


k. Potassic permanganate.— K,Mn,O,.  (Perman- 
ganate of potassa. KO,Mn,O.,.) 
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Z. Potassic sodic carbonate.—KNaCO,. (Carbonate 
of potassa and soda. KO, NaO, 2 CO,.)—Recrystallize 
some potassic sodic tartrate, ignite the salt in a silver 
dish until completely charred, exhaust the black residue 
with water, filter, evaporate the filtrate to dryness in the 
silver dish, and keep the salt in a well stoppered bottle ; 
when it is fused with a little pure sodic nitrate, and the 
residue is dissolved in water and nitric acid, and then am- 
monia added, each in slight excess, no flocculent precipi- 
tate should appear after long standing in a warm place. 


m. Potassic sodic tartrate.—KNaC,H,0,.  (Seign- 
ette salt. Tartrate of potassa and soda. KO, NaO, 
C.H,O,,.)—This should be recrystallized once or twice. 
It should give a colorless solution with water. | 


n. Potassic sulphocyanate.—-KCyS. (Sulphocyanide 
of potassium. KCy §,.)—Dissolve in 20 parts of water. 


26. Quartz, powdered.—SiO,.—Drench red-hot quartz 
with cold water, and reduce the friable mass to a very 
fine powder. 


27. a.—Soda lime.—Na,CaO,.—This should not effer- 
vesce much with acid, and, when mixed with pure sugar 
and heated to redness, it should evolve no ammonia. 

in order to have the reagent perfectly free from nitro- 
gen, Lawes and Gilbert found it necessary to mix it 
intimately with 1-2°|, of sugar or some other non- 
nitrogenous substance, and ignite the mixture in a muffle, 
then to moisten it, and heat it again gently. 

6. Sodic acetate.—NaC,H,O,. (Acetate of soda. 
NaO, C,H,O,.)—This should be colorless and have no 
empyreumatic odor, and should give no reaction with 
ammonic molybdate or baric chloride. Dissolve in 10 
parts of water. 

c. Sodic ammonic phosphate—NaNH,HPO, Phos- 

phorus salt. (Phosphate of soda and ammonia. Na0O, 
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NH,O,HO, PO,.)—This should give a colorless bead when 
fused on platinum wire. 


d. Sodic bisulphite.—HNaSO,. (Bisulphite of soda. 
Na0O,HO,SO,.)—This should give a residue when heated 
with sulphuric acid, whose solution is not changed by 
hydrosulphuric acid or ammonic molybdate. Dissolve in 
10 parts of water. 


e. Sodic carbonate.—Na,CO,. (Carbonate of soda. 
NaO,CO,.)—This should be perfectly white, and the solu- 
tion obtained after supersaturation with nitric acid should 
give no precipitate nor color with baric chloride, argentic 
nitrate, or potassic sulphocyanate, nor any reaction with 
ammonic molybdate, nor any insoluble residue of silicic 
acid when evaporated to dryness. Dissolve the crystal- 
lized salt in 3 parts of water, or the anhydrous salt in 5 
parts. Keep some of the ignited salt in the dry form. 

f. Sodic hyposulphite.x—Na,S,H,O,.  (Hyposulphite 
of soda, NaO,HO,S,0O..) 

g. Hydric di sodic phesphate.—Na,HPO,. (Phosphate 
of soda. 2Na0O,HO,PO,.)—This should not be made 
turbid when heated with ammonia, and the precipitate 
produced by argentic nitrate, or baric chloride, should be 
dissolved completely and without effervescence by dilute 
nitric acid. Dissolve in 10 parts of water. | 

h. Sodic nitrate.x—NaNO,. (Nitrate of soda. NaO, 
NO..)—This should give no reaction with argentic nitrate 
or baric chloride, nor with sodic carbonate. 

28. Starch-paper.—Boil starch with 25 parts of water, 
saturate strips of paper with the liquid, and dry them. 

Tannin.—See acid, tannic. 

29. Tin.—Sn.—Get the best tinfoil of the druggists, 
or pure tin in small sticks. 

Turmeric-paper.—See curcuma-paper. 

30. Uranic acetate.—(U,O) C,H,O,. (Acetate of 
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uranium, (U,O,,C,H,O,.)—Heat uranic nitrate until a 
small part of the uranic oxide is reduced, digest the 
yellowish-red residue with acetic acid, filter the liquid 
and set the filtrate aside to crystallize; the crystals are 
composed of uranic acetate, while uranic nitrate remains 
in solution. 

The solution of the acetate should not be changed by 
sulphuretted hydrogen after acidification with hydrochlo- 
ric acid, and should give a precipitate with ammonic car- 
bonate that is entirely soluble in an excess of the reagent. 


31, Urea.—Recrystallize it from its solution in alcohol. 


32. Water, distilled.—H,O.—This can be prepared by 
the analyst himself, if necessary. Dealers in apparatus 
can supply small stills of copper and worms of block-tin, 
put together and ready for use. ‘The water must be 
colorless and tasteless, and it should leave no residue 
when evaporated in a platinum dish. Ammonic sulphide 
should give no color to it, nor should basic plumbic ace- 
tate make it turbid, nor should ammonic oxalate or 
argentic nitrate make it turbid after long standing. 


33. Zinc,—Zn.—This should give no reaction for arsenic 
with Marsh’s test, and, when dissolved in nitrie acid with 
the aid of heat, it should give no red color with potassic 
sulphocyanate. Fresenius recommends that before using 
zine for reducing ferric to ferrous oxide in the estimation 
of iron by the permanganate process, it Should be tested 
by the same process. Dissolve a piece of the zine in di- 
lute sulphuric acid in the small, long-necked flask, as de- 
scribed in § 52, 5, and, after the flask is filled with water 
and its contents are cold, add a drop of a very dilute so- 
lution of potassic permanganate, and at the same time 
add another drop to the same volume of pure water, and 
stir both mixtures well. The depth of color communica- 
ted to both liquids should be precisely the same. 
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CHAPTER 11. 


ANALYTICAL MANIPULATION. 


DETERMINATION OF SPECIFIC GRAVITY. 


34, By the specific gravity of a solid-or liquid is un- 
derstood its weight as compared with the weight of an 
equal volume of water. 


a. The most obvious method of determining it is to 
weigh equal volumes of the substance and of water. This 
is easily accomplished in the case of liguids, with the aid 
of the so-called specific-gravity bottle or piknometer, an 
instrument made of thin glass and provided with an ac- 
curately ground stopper; the stopper is sometimes per- 
forated. The weight of the empty bottle is ascertained, 
then its weight when completely filled with water, or 
filled toa mark on the neck, and finally when filled to 
the same extent with the liquid under examination; be- 
fore weighing, in each case, all adhering particles of liquid 
should be carefully wiped off with blotting paper; both 
weighings should be made at as nearly the same tempera- 
ture as possible, or at about 15° C.,the usual temperature 
of the working room. Divide the weight of the liquid 
by that of the water, for the specific gravity of the former. 

b. The specific gravity of liquids is also determined 
with great facility, though with less accuracy, by means 
of the areometer or hydrometer; this is a glass tube 
closed at both ends, considerably enlarged towards one 
end, and loaded with mercury to make it take a vertical 
position in the liquid, but not with enough to cause it to 
sink under the surface. The use of the areometer depends 
upon the principle, that the less the specific gravity of a 
liquid is, the less its buoyant power. The specific gravi- 
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ties corresponding to the different depths to which the in- 
strument will sink in liquids of different densities, are 
marked on a scale in the upper, slender part of the tube. 
The temperature of the liquid whose specific gravity is to 
be determined with the hydrometer should be as nearly 
15° C. as possible. 


ce, As there is a fixed relation between the degree of 
concentration and the specific gravity of a solution of 
any given substance, areometers are constructed, upon 
whose scales the amount of the substance in 100 parts of 
its solution is given, instead of the specific gravity of a 
solution of that particular degree of concentration. Thus, 
we have alcoholometers for mixtures of alcohol and water, 
saccharometers for solutions of sugar, acetometers for so- 
lutions of acetic acid, lactometers for milk. 


35. a.—To determine the specific gravity of a solid, we 
may weigh it first in the air, and then while immersed in 
water, and suspended from the arm of the balance by a 
fine thread or hair. The difference between these two 
weights, divided into the weight of the body in the air, 
will give its specific gravity. 

b. Or, if the substance is in the form of a powder that 
is insoluble in water, we may weigh it first by itself in 
the specific-gravity bottle, then fill the bottle with water, 
as in § 34, a, and weigh again. The difference between 
the weights of water that the bottle will hold, with and 
without the substance in it, which is the weight of a vol- 
ume of water equal to that of the solid substance, divided 
into the weight of the substance itself, will give its spe- 
cific gravity. 

e. Or, taking advantage of the fact that a cubic centi- 
metre of water weighs very nearly one gramme at com- 
mon temperatures, we may make a rough determination 
of the specific gravity by fillmg a 500 c.c. graduated cyl- 
inder exactly up to the 250 cc. mark, then putting a 
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weighed quantity of the substance (100 or 200 grms.) in 
the cylinder, shaking the mixture well so as to disengage 
bubbles of air, and observing the volume occupied by 
both the substance and the water; the increased volume, 
which represents that of the substance added, expressed 
in cubic centimetres, divided into the weight of the sub- 
stance taken, expressed in grammes, will nearly equal the 
specific gravity. 

d. If the substance is soluble in water, some other liquid, 
like alcohol or naptha, must be used. Determine the 
specific gravity of the substance with reference to this 
liquid, by the same rules as above, and then multiply the 
result by the specific gravity of the liquid used, with ref- 
erence to the common standard, water; the product will 
be the specific gravity of the substance with reference to 
the same standard. 


é. The specific gravity of a substance may be deter- 
mined roughly, but very expeditiously, as, for example, 
of potatoes, by putting several samples in a shallow dish 
containing a saturated’ solution of common salt, and add- 
ing water with constant stirring, until the buoyant power 
of the liquid is diminished to such a degree that half the 
samples swim at the surface, and half sink to the bottom; 
it can then be assumed, with sufficient accuracy for some 
purposes, that the average specific gravity of the article 
under examination is the same as that of the solution, 
and this can be determined with the aid of the hydrome- 
ter (§ 34, 0). 


SOLUTION. 


86. In order that a substance may be analyzed accord- 
ne to the methods described in the following pages, it 
ust be brought into solution if not alneady. dissolved. 
The solvents most commonly used are water, hydrochloric 


acid, and nitric acid, for inorganic substances, and water, 
9 ° 
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alcohol, and ether, for organic matters. As the manner of 
making the solution is described in each case, when spe- 
cial directions are necessary, but little need be said on the 
subject here. As a general rule, heat increases the sol- 
vent power of the dissolving agents to a considerable ex- 
tent, and hence it should always be applied, unless the 
solution is very easily accomplished without, or unless di- 
rections are given to the contrary. Time is often an im- 
portant element in effecting solution, and hence long con-_ 
tinued digestion at a moderately high temperature may 
be useful, or even necessary. A great excess of strong 
acid in a solution to be analyzed often causes much 
_ trouble ; hence, as little acid as possible should be used, — 
and in case a large quantity has been added to the sub- 
stance, it should, in most cases, be removed subsequently 
by evaporation almost to dryness. 

Unless a substance is readily and completely soluble, it 
is essential that it should be as finely divided as possible, 
and, to this end, it should be ground to a fine powder in © 
a porcelain mortar, or, better still, an agate one. j 

In order to reduce a substance to a sufficiently fine © 
powder, it is sometimes necessary to levigate it, which 
means simply to grind it in the agate mortar with the 
addition of water enough to make a thin paste, until no — 
grittiness can be felt under the pestle, nor any grating © 
sound heard. Then rinse the contents of the mortar 
into an evaporating dish, dry the substance thoroughly — 
over the water-bath, and mix the dry residue together — 
carefully by further grinding in the mortar. | 

_ In making a solution for quantitative purposes, when — 
the loss of even a minute part of the substance would 
impair the accuracy of the results obtained, if the mixture 
of substance and solvent is to be boiled, or if the sub- 
stance is a carbonate, and is to be treated with an acid, it 
is best to operate in a flask placed on its side, or with its — 
mouth loosely stoppered by a small funnel, or in a beaker — 


} 


: 
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covered with one of the large watch-glasses now so much 
used for this purpose. The flask with the funnel in its 


mouth is better for the solution of carbonates, since fresh 
_ quantities of acid can be conveniently added from time to 
time. When the solution is finished, carefully rinse the 


funnel or watch-glass into the flask or beaker. 
Heat is most conveniently applied to a mixture of sub- 
stance and solvent with the aid of the water-bath, or sand- 


_ bath, in making solutions for quantitative purposes, and 


often in qualitative analysis also. When it is necessary 
to boil the mixture of substance and solvent for a consid- 
erable time, and the solvent is more or less volatile, it 
is best to connect the flask with the Jower end of a Lieb- 


ig’s condenser; the vapor of the liquid as it is condensed 


flows back into the flask, and it is unnecessary to renew 
the solvent until it is quite saturated. See § 389, c. 


EVAPORATION. 


ad. A liquid may be evaporated either to get rid of a 
superabundance of water, that makes the solution too di- 
lute, or to expel an excess of acid, or for the purpose of 
weighing what it has in solution. In the first and second 
cases, the operation may be performed in porcelain dishes, 
unless the solution is strongly alkaline. 

a. In the third case, if the quantity of the liquid is 
large, it may be evaporated to a small bulk in a porcelain 
dish, and then carefully transferred to a platinum dish or 
crucible. Or the original solution may be put into the 
platinum dish in small quantities at a time; if, however, 
the solution contains free chlorine, or nitric and hydro- 
chloric acids together, it must be evaporated in a porcelain 
dish until no more fumes of chlorine are evolved; the 
residue may then be transferred to the platinum vessel, 


_and the evaporation continued. 


When a considerable quantity of a liquid is.to be evap- 
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orated, the operation may be performed at first directly 
over the lamp; but in quantitative work the evaporation 
should be completed on the water-bath in all cases; if the 
original quantity of the solution is small, it is better to 
conduct the whole evaporation on the water-bath. 

If the evaporation is connected with quantitative work, 
the dish should never be more than three-fourths filled, 
and the solution should not be allowed to boil at any time 
in an open vessel; evaporation will, however, proceed 
quite rapidly in a flask placed partly on its side, and in 
this case gentle boiling may be allowed. 

Unless the evaporation is performed in aroom set apart 
for the work, and entirely free from dust, solutions should 
be kept covered with filter-paper during the operation ; 
the paper should be supported by glass rods, or a glass 
triangle, laid over the dish in such a manner that it cannot 
come in contact with the liquid; if the solution is strong- 
ly acid, the paper should have been well washed with 
acid, as directed for washing filters § 39, a; otherwise, 
drape of acid, that have eoudomeatl on ne glass cade 
and come in contact with the paper, may fall eam into 
the liquid and carry with them inorganic substances that 
were dissolved out of the paper. 

To prevent the salts in solution from being deposited 
on the sides of the dish above the liquid, and even over 
the edge, smear the rim of the dish, just below the edge 
on the inside, with the thinnest possible coat of tallow. 
Or, fit the dish in a little jacket of fire-clay, im such a 
manner that the part of it above the liquid shall be kept 
very hot. Or, turn the crucible on its side, and apply 
the flame of the lamp just above the surface of the liquid. 

b. When, as is often the case in agricultural analysis, 
potassa or soda is to be estimated in a solution containing 
a large quantity of ammoniacal salts, and from which 
these salts are to be removed by evaporation to dryness 
and ignition, Fresenius recommends to evaporate the so- 


y 
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lution to dryness in a porcelain dish on the water-bath, 
dry the residue thoroughly at a temperature a little above 
100° C., transfer it to another dish with the aid of a 
spatula, rinse the porcelain dish with a little water into 
the crucible in which the residue is to be finally ignited, 
evaporate these washings to dryness, then ignite the dry 
residue, obtained above, in small portions at a time, and 
finally rinse the dish that contained it into the crucible, 
with the aid of a little finely powdered ammonie chloride, 
and ignite again. The dish with the residue should be 
kept in the desiccator while waiting for the ignition. 


PRECIPITATION. 


88. Precipitation is usually resorted to in order to sep- 
arate certain substances from others in the same solution, 
or simply from the solution itself; it consists in adding 
some reagent to the solution, which causes the substance 
or substances in question to enter into an insoluble form. 
The operation is usually performed in beakers, because, 
from these, the precipitate is more easily transferred to 
the filter. 

Care must be taken not to use too large an excess of 
the precipitant, and yet there must be no doubt at all that 
enough has been added ; if the precipitate does not settle 
speedily, so that the effect of the addition of a few more 
drops of the reagent can be observed, a small portion of 
the mixture should be thrown on the same filter that is 
finally to receive the whole of the precipitate, and the 
necessary test can be applied to the filtrate; this small 
portion that has been separated from the main part of the 
liquid should then be mixed with it again, before more of 
the precipitant is added. 

The solution and the reagent should always be well 
mixed by stirring, and, in most cases, the solution should 
be so dilute that, when the precipitate settles, it will not 
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occupy more than one-third or one-fourth the space taken 
up by the liquid above it; and, moreover, for convenience 
in filtration, the beaker should not be more than two- 
thirds or three-fourths filled by the mixture. 

A few precipitates may be filtered out at once, in quan- 
titative analysis, but in most cases digestion In a warm 
place for a longer or shorter time, is required. The beak- 
er should be carefully covered during the digestion, so 
that no particle of dust can get in, and the operation is 
most conveniently performed on the sand-bath. 


a ct as as 


When about to transfer the contents of the beaker to ~ 


the filter, smear a very little tallow under the lip of the 
former, wet a glass rod in the liquid, and hold this wet 
rod against the lip of the beaker in such a manner that 


the liquid will run down the rod and against one side of ~ 


the filter. 

Of course every particle of the precipitate must be 
transferred to the filter if the two are to be weighed 
together, with or without ignition. Most of the preci- 
pitate can be rinsed out of the beaker by means of 
the jet from the washing-bottle; if any particles re- 
main adhering to the glass, they may be loosened with 
a stiff feather; or, when the precipitate is to be ignited 
before being weighed, a quarter ora half of a filter, of 
the same size and kind as that in the funnel, may 
be moistened slightly and rubbed over the sides and_bot- 
tom of the beaker with the aid of the glass rod, or of 
glass-pointed pincettes, and then transferred to the filter, 
with most of the remainder of the precipitate adhering 
to it; a little subsequent rinsing with the wash-bottle 
will leave the beaker thoroughly cleansed; or the precipi- 
tate that adheres obstinately to the sides of the beaker 
may be dissolved in very dilute acid, and re-precipitated 
on neutralization of the acid with ammonia or soda, and 
the addition of a little more of the precipitant. If the 
second method of cleaning the beaker is followed, remem- 
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ber to subtract the weight of 1'|, or 1'|, filter-ash from 


the weight of the ignited residue instead of 1 as usual. 
FILTRATION. 


39. a@.—Solid particles are separated from the liquids 
with which they may be mixed by the process of filtra- 
tion, referred to in the preceding paragraph, which con- 


_ sists simply in passing the liquid through porous unsized 


paper, that intercepts the solid. 
Paper, already cut in convenient sizes, can be had of 


‘ apparatus dealers. For quantitative purposes, filters of 


Swedish paper should be used, or common white filters 
that have been washed in dilute acid; to wash filters, 
pour over them, in layers of moderate thickness in a large 
evaporating dish, a mixture of one part of hydrochloric 
acid and nine parts of water; digest for several hours at 
a moderate temperature, wash with distilled water by de- 
cantation until the washings no longer redden litmus, 
transfer the bunches of paper to blotting paper, and leave 
them undisturbed until the filters can be separated from 
each other without being torn. These washed filters 
are more suitable for filtration by Bunsen’s process than 
those of Swedish paper, as they are stronger and less lia- 
ble to be torn. 

To make the filter, fold the circular piece of paper twice 
in directions at right angles to each other, and through 
the centre; open the quadrant thus formed in such a man- 
ner as to make a conical cavity, put it in a glass funnel, 
which should be at least 8-5 millimetres larger than the 
filter, wet the latter with a little water from the washing- 
bottle, and press it closely against the glass throughout 
with the finger. 

The filter should never be filled with the liquid to 
within less than 6 mm. of the top, and should not ordi- 
narily be much more than half filled with- the precipitate 
when the liquid has drained off. 
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Most liquids may be filtered much more rapidly when 
hot, and many precipitates are much less liable to pass 
through the filter, or to choke it up, when formed in nearly 
boiling hot solutions by hot reagents. 

When possible, it 1s best to let the solid matter settle 
to the bottom of the vessel containing the mixture of 
liquid and precipitate, then to decant as much as possible 
of the clear, supernatant liquid on the filter, pour fresh 
distilled water over the contents of the beaker, stir well, 
and perhaps heat almost to boiling, let the precipitate set- 


tle, and decant the liquid again; this may be repeated a — 


number of times before putting the solid substance on the 
filter. 

If the precipitate is to be dissolved without weighing 
or ignition, it is generally best to wash it altogether by 
decantation, and then to pour the solvent over the filter 
through which the decanted liquid was passed, and collect 
it in the beaker containing the main portion of the washed 
precipitate; the precipitate may then be digested with 
the reagent if necessary, and, afterwards, the filter well 
washed out with water, that is added to the solution just 
made; in this way we may avoid any considerable dilu- 
tion of the solvent before it has had time to act on the 
substance to be dissolved. If the solvent is one that, in 
its concentrated state, would attack the paper, it may be 
poured at once over the precipitate in the beaker, while 
another portion may be diluted somewhat, and passed re- 
peatedly through the filter, to take up the small quantity 
of the substance on that. 

The thorough washing of precipitates and residues, 
that is so essential in quantitative analysis, and is often 
not unimportant in qualitative work, may sometimes be 
greatly facilitated by this process of decantation, particu- 
larly if the solid is one that settles readily; but if Bun- 
sen’s process of filtration is followed, decantation may be 
dispensed with. 
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In washing precipitates on the filter, the washing-bottle 
is an indispensable aid. This consists simply of a flask 


of a capacity of 150-1000 c.c., according to the purpose 
for which it is to be used, closed by a good cork that is 
pierced with two holes; through one of these holes passes 


a glass tube, 8 or 10 cm. long, that extends just beyond 
the cork on the inside, and, outside, is bent at an angle 


of about 110°; the tube that passes through the other 
hole extends nearly to the bottom of the flask, and, out- 
side, is bent at an angle of about 70°, and drawn out to a 


small jet at the end; water in the flask is forced out at 
this jet on blowing air in at the mouth of the shorter 
tube. 

Each portion of water with which a precipitate on the 
filter is washed should be allowed to pass through com- 
pletely before another is added, and the precipitate should 
be stirred up as much as possible by the jet from the 
wash-bottle with each fresh addition. 

Insoluble residues and precipitates must be washed, 
particularly in quantitative operations, as long as the wash- 
water carries off any notable quantity of matters in solu- 
tion; the washings are tested by evaporating a drop to 
dryness on platinum foil, to see if any residue is left, or 
by a chemical test, as, for example, when washing a pre- 
cipitate of baric sulphate that was formed by adding 
baric chloride to a solution of a sulphate; as long as any 
ef the soluble chloride remains in the pores of the filter, 
or adheres to the precipitate, and is taken up by the 
water, the washings will give the usual reaction for 
chlorine with argentic nitrate (§ 63). 

When the contents of the filter are to be weighed or 
ignited, dry the whole together in the drying-chamber or 
air-bath, with the funnel well covered with filter paper. 

b. A method lately devised by Bunsen (Annalen der 
Chemie, 148, 270. American Journal of Science and 
Art, 2d Series, 47, 321) for increasing the rapidity of fil- 
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tration, and of the washing of precipitates, promises to be 


very useful. 


He supports the filter by a hollow cone of thin plat-— 


inum foil in the throat of the funnel, and then rarefies 
the air in the funnel-tube; the excess of pressure on the 
liquid in the filter causes it to flow through very rapidly, 
while there is no danger of tearing the paper. 

To make the platinum funnel, a cast of the glass funnel 


— 


must first be taken. Select a funnel with perfectly smooth — 


and straight sides, and opening at an angle of 60°, fit in 
it a piece of oiled writing paper in such a manner that it 
shall touch the glass everywhere, like an ordinary well- 
fitted filter, and fasten the paper in place with two or 


three drops of sealing-wax around the rim. Half fill the fun- . 


nel then with gypsum paste, into which, before it hardens, 
a plug of wood is inserted, to serve as a handle. When the 
gypsum cone has hardened, remove it from the funnel, oil 
the paper again, and plunge it, with the paper still adher- 
ing, into a large porcelain crucible filled with another por- 
tion of gypsum paste; when this mould has hardened, 
take the cone out and rub off the paper with the fingers. 

Now, cut out a piece of thin plat- 
inum foil weighing about 0.154 grm., 
of the precise shape and size repre- 
sented in the adjoining figure, with a 


é 


a slit running from 0 to a, the centre 

\ of the circle of which the are, ce d, 
c b ad forms apart; ignite it in the flame of 
SIE the lamp to make it perfectly flex- 


ible, lay the gypsum cone on it so that the apex 
of the cone shall coincide with a, bring up the edge, a 6 d, 


and press it well against the cone, and then do the same | 


with the edge, a6 ¢ ; after fitting the foil to the cone as 
perfectly as possible with the fingers, put the whole in the 
mould in the crucible, and revolve the cone back and 
forth until the platinum has taken the exact shape of the 
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plaster casts, and retains its form when removed from the 
mould ; if found necessary, it may be ignited once more 
and shaped in the mould with the cone. It may be sol- 
dered at its upper edge by a grain of gold and borax, so 
that it will be less liable to get out of shape, but this is 
not necessary. If properly made, the light should not be 
visible through the point of this platinum funnel when it 
is held before the window. 

With the platinum funnel in the throat of the glass: 
funnel, adjust the paper filter, which may be much small- 
er than would be used in the ordinary way of filtering, in 
the usual manner, with specia/ care to secure perfect con- 
tact between the filter and the funnel at all points. Con- 
nect the tube of the funnel with a large, strong glass 
flask, by means of a rubber cork pierced with two holes, 
so that the tube extends about 6 cm. beyond the cork; 
through the other hole pass a short glass tube so that it 
extends just to the lower surface of the cork; this tube 
should be bent once at a right angle outside of the flask; 
it may be connected with a small brass stop-cock by 
means of a short rubber tube with a small bore and very 
thick walls ; all the rubber tubing used in the apparatus 
should be of this kind. 

Now, pour the liquid to be filtered on the filter, rarefy 
the air in the flask, and keep the former full as long as 
any of the liquid remains. The precipitate may be al- 
lowed to come within 1 mm. of the edge of the filter. 

In washing the precipitate, pour the water from a flask, 
fill up to about a centimetre above the rim of the filter, 
with care not to disturb the precipitate, and let each por- 
tion of water drain off completely before adding a fresh 
quantity ; thus the washing may be thoroughly effected 
in a wonderfully short time; if the vacuum in the flask 
is nearly perfect, or the pressure on the filter is nearly an 
atmosphere, three or four washings suffice, even in the 
case of precipitates that are the most difficult to wasb. 
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Moreover, the precipitate is so completely deprived of its 
water, that it may be easily removed from the filter, or 
can be ignited at once without further drying. 

To ignite the precipitate at once, Bunsen directs to wrap 
the filter around it, put the whole in the crucible, set the 
latter on its side as usual, apply the heat at the top of 
the crucible first, and eradaully carry it towards the bot- 
tom as the filter is burned. 

The rarefaction of the air may be produced in various 
ways. The flask may be connected with the upper end 
of a water-pipe 30 feet high in such a manner as to make 
a Sprengel’s air-pump. Desaga, of Heidelberg, furnish- 
es a complete apparatus for this purpose. 

Or, an air-tight connection may be made between two 
large glass bottles, or demijohns, by means of a long piece 
of thick walled rubber tubing ; then put one bottle filled 
with water on a high shelf, w hile the other is put on the 
floor, connect the filtering-flask with a tube leading just 
through the cork of the upper bottle, allow the water to 
flow from the upper bottle to the lower one, while pro- 
vision is made for the escape of the air from this lower 
bottle; the rarefaction of the air in the filtering-flask will 
follow. When all the water has flowed from the upper 
to the lower bottle, their relative positions may be re- 
versed, the proper connection made between the filtering- 
flask and the upper bottle, and the filtration continued. 

Or, a small demijohn may be closed by a rubber cork 
through which passes a glass tube, connected with a 
small brass stop- -cock; connect the demijohn with an air- 
pump, exhaust the air, close the stop-cock, connect the 
demijohn with the filtering-flask, and open a stop-cock 
when all is ready for the filtration. In order to prevent 
acid fumes or ammonia coming from the filtered liquid 
from injuring the stop-cock, a wash-bottle, containing 


sodic hydrate or sulphuric acid, may be interposed. (J. 
M. Crafts.) 
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For fuller details in regard to this mode of filtration 
we refer to the original articles. 

c. When several portions of a solvent, such as water, 
alechol, or ether, are to be made to act on a substance, 
each portion can be readily separated from the substance 
by the following contrivance. 

Close the flask with a rubber -cork pierced with two 
holes; through one of these pass a short bent tube, like 
the shorter tube of the common washing-bottle, and in 
the other hole fit a tube which is widened out, funnel-like, » 
at one end, but not so much as to prevent its being put 
into. the flask easily ; near the other end, this tube is bent 
at an acute angele, and the end is drawn out to a point 
and left with a pretty large opening, after the fashion of 
the other tube of the washing-bottle; the long arm of 
the tube should reach nearly to the bottom of the flask, 
and have a piece of fine linen firmly bound over its mouth. 

The substance and the solvent having been digested in 
the flask, when the solvent is supposed to be saturated, 
and it is desired to replace it by a fresh quantity, force 
air into the flask by the shorter tube and the solution will 
be expelled, and at least partially filtered on its way 
through the muslin; then, if the end of the longer tube 
is immersed in a fresh quantity of the solvent, this may 
be drawn into the flask by suction at the mouth of the 
short tube. 

If heat is used, the mouth of the short tube may be 
connected with the dower end of a Liebig’s condenser ; 
then the vapors of the solvent are condensed, and the 
liquid flows back into the flask, and the ebullition can be 
maintained as long as is desired without the necessity of 
adding fresh quantities of the solvent to replace what is 
lost by evaporation; when it does become necessary to 
replace this portion of the solvent by a fresh one, the rub- 
ber tube that connects. the flask with the condenser may 
be closed with a clamp, and, the application of heat being 
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continued, the liquid will be forced out through the mus- 
lin filter; on immersing the open end of the longer tube 
in a fresh quantity of the solvent, and removing the lamp, 
this liquid will flow in. 

The solution may not be perfectly clarified in passing 
through the linen filter, in which case it will have to be 
filtered again through paper. 

To effect more perfect filtration, a thick mat of gun- 
cotton may be bound over the linen; this layer of cotton 
should not be anywhere less than 14 mm. thick. 


WEIGHING OF RESIDUES AND PRECIPITATES. 


AQ, When it is possible, residues or precipitates are ig- 
nited before being weighed. 
This ignition may be performed in two ways. 


a. If the substance is not altered in its chemical com- 
position by contact with burning organic matter, or at 
the somewhat high temperature that is sometimes neces- 
sary to effect the complete incineration of the filter, roll 
the well-dried filter together around the precipitate, put 
the whole in the previously ignited and weighed crucible, 
cover and heat, at first very gently ; when the filter is 
completely charred and no more smoke is given off, turn 
the crucible on its side, lay the cover partly on the edge 
of the crucible and partly on the triangle, and heat the 
contents of the crucible until the ash is quite white. 


6. If the filter may not be burned in direct contact 
with the precipitate, crush and work it gently between 
the fingers over a sheet of glazed paper, to loosen the pre- 
cipitate as much as possible, place the crucible on the 
glazed paper, and empty the contents of the filter into it. 
Put the crucible on the porcelain plate belonging to the 
Bunsen’s burner, open the filter on another piece of 
glazed paper, fold its edges up so as to make a little tray, 
with a soft feather carefully brush into this tray any 
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particles of the precipitate that may have fallen on the 
first piece of paper, roll the filter up, enclose it in a short 
spiral on one end of a platinum wire that was weighed 
with the crucible, hold it over the crucible, and set fire to 
it; by applying the charred filter to the flame of the 
lamp two or three times it may be almost completely in- 
cinerated ; finally, either let the ash and the wire drop 
into the crucible and ignite the whole four or five minutes, 


_or until the ash is white, or, in case the filter-ash must be 


kept entirely separate from the precipitate, let the two 
drop into the hollow lid of the crucible, and ignite the 
precipitate and ash separately. 

The glazed paper used above should be of a light color 
if the precipitate is dark-colored, and vice versa, and the 
whole operation should be performed in a place free from 
currents of air. 

e. If the quantity of the precipitate is very small, and 
yet is of such a nature as to be partly reduced to a i er 
degree of oxidation if ignited with the filter, the ignition 
may be performed as in@, when it is ee put a 
piece of dry ammonic nitrate in the crucible, cover well, 
and ignite again, but very gently at first. 

Ferric oxide or baric sulphate may be ignited in this 
way when nothing better can be done. 

Sometimes, when a portion of the filter is very difficult 
to incinerate completely, the combustion may be facilita- 
ted by adding a little ammonic nitrate as above. 

After ein subtract the weight of the filter-ash, 
which has been determined once for all for the par peuiar 
kind and lot of paper and size of filter used, by the incin- 
eration of half a dozen or a dozen together, and dividing 
the total weight of the ash thus obtained by the number 
of filters burned. 

d. If the substance to be weighed cannot be ignited, a 
filter should be previously thoroughly dried in the steam 
or air-bath at the same temperature to which it is after- 
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wards to be exposed with the precipitate, and weighed, 
either between two watch-glasses with ground edges and 
fitting well together, or in a stoppered glass tube; after 
careful drying with the precipitate, it is again weighed in 
the same manner. It should then be dried an hour 
longer and weighed again, and this ‘should be repeated 
until a constant weight is obtained. Swedish filter-paper 
or washed filters should always be used in this operation. 

e. The substance that has been dried or ignited, and is 
to be weighed, should always be allowed to cool under a 
bell-glass over concentrated sulphuric acid, or in the des- 
iccator more commonly used for this purpose; this desic- 
cator consists simply of a short and wide glass cylinder, 
with a ground edge upon which a ground glass plate will 
fit closely, particularly if the edge is smeared with a litte 
tallow. 

The pair of watch-glasses containing the dried filter, 
or the crucible with the ignited precipitate, rests on a tri- 
angle in the cylinder over, fused calcic chloride, with 
which the bottom is covered. 

No object should be weighed until it is entirely cold. 

f. Platinum vessels, after having been heated by gas, 
should be rubbed with a little sand on the moistened fin- 
ger. The sand should be fine, and all its grains should 
be rounded. The crucible should also be cleaned from 
time to time by fusing a little potassic bisulphate in it. 
The crucible should be supported over the lamp on stout 
platinum wire, which is stretched from side to side of a 
larger iron-wire triangle, in such a manner as to make a 
second triangle inside of, and about 6 mm. smaller than, 
the iron triangle. 


MEASURING AND DIVIDING SOLUTIONS. 


41, For these purposes graduated pipettes and eylin- 
ders, and *|,, *|,, and 1 litre flasks are used. 
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The analyst should test the correctness of the gradua- 
tion of his instruments before using them, by comparing 
them with each other; the *|, litre flask should require 
just as much water to fill it twice up to the mark on the 
neck as is required to fill the *|, litre flask once up to the 
mark on its neck. In the same way the ’|, litre flask 
should be compared with the 1 litre flask, and these with 
the graduated cylinders, and the pipettes with each other 
and the graduated cylinders. 

When a certain quantity of any standard or titrated 
solution is to be measured out with a pipette or flask, the 
instrument should either be dry on the inside, or it should 
be rinsed out with a little of the solution to be measured, 
and the last drop of the solution that remains in the point 
of the pipette should either always be allowed to remain 
there, or it should always be blown out into the vessel 
containing the measured solution; the same course should 
be followed in testing the graduation of the pipettes. 

To read off the height of a solution in a burette or 
other graduated instrument, be sure, first, that it is in a 
vertical position, so that the surface of the liquid in it 
will be horizontal ; then place the cylinder between the 
eye and a brightly illuminated white wall, and read the 
height of the lower surface of the dark zone that is read- 
ily seen under these circumstances just beneath the sur- 
face, while the eye is in the same horizontal plane. 

In filling a Mohr’s burette, fill up to above the zero 
mark with the solution, and quickly open wide the clamp 
for a moment so that the rubber tube and the glass tube 
below the clamp will be completely filled; then open the 
clamp a little and allow the liquid to flow out, drop by 
drop, until the dark zone, mentioned above, reaches the 
zero mark. 

The temperature of all measured liquids should be as 
nearly 15° C. as possible. 

When the quantity of a solution to be divided is not 
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too large, the division may be more accurately made by 
weighing than by measuring. Get the weight first of the 
whole amount of the liquid, in a small flask, pour out 
about the quantity desired for a particular analysis, and 
weigh the flask again with the remainder of the liquid ; 
pour out another quantity and weigh again, and so on 
until the division is completed. 

For this purpose, a flask with a little spout, attached 
just below where the neck widens out into the body, will 
be found very convenient. 


CALCULATION OF RESULTS. 


42, The results of an analysis are usually calculated so 
as to give the per cent composition of the compound 
analyzed. 

If the substance determined is weighed or estimated in 
the form in which it existed in the compound, and it was 
determined in the undivided solution of the same, noth- 
ing remains to be-done but to estimate the percentage by 
a simple rule-of-three calculation, in which the amount 
taken for analysis is the first term, the amount of the sub- 
stance found the second, and 100 the third. 

If the substance was determined in a fractional part of 
the solution, the same fractional part of the weight of the 
compound taken for analysis must be made the first term 
of the proportion; or the amount of the substance found 
may be estimated for the whole amount of the original 
solution by multiplication by the proper number, and this 
product is then made the second term of the proportion, 
the first term being the weight of the whole amount taken 
for analysis. 

In gravimetrical analysis the substance is usually 
weighed in the form of some insoluble compound that 
did not exist at all in the compound analyzed, and the 
amount of the substance in the weight that was found of 
this insoluble compound must first be calculated. 
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This may be effected by a rule-of-three calculation also, 
in which the molecular weight of the insoluble sub- 
stance is made the first term, the weight of the substance 
sought in a molecule of the insoluble substance the second, 
and the weight of the insoluble compound found the third. 

For example, in a determination of sulphuric acid, SO,, 
1.15 grm. of baric sulphate was found; then we have 


BasO,. ;: SO, = BasO, : SO, 
233 : 80 =1.18 : 0.8879 orm, 


The same result can be more expeditiously obtained, 
however, with the aid of Table III, where for each special 
case a part of this calculation has already been perform- 
ed, namely, the division of the second term by the first ; 
nothing is left to be done, therefore, but to multiply the 
weight of the insoluble compound found, whose name is 
given in the first column, by the decimal in the second 
column against the name of the substance sought in the 
third column. In the above-mentioned case we find, on 
consulting the table, the proper decimal against the 
names sulphuric acid and baric sulphate is 0.3433, which 
multiplied into 1.13 grm. = 0.3879. 
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CHAPTER — Alt. 


BEHAVIOR OF THE MORE COMMON BASES AND ACIDS WITH 
REAGENTS, AND THEIR QUANTITATIVE ESTIMATION. 


43. The substances for whose qualitative detection or 
quantitative estimation directions are given in the follow- 
ing pages, are as follows. 

1. Lnorganic, basic elements.—Potassium, sodium, bari- 
um, calcium, magnesium, aluminium, iron, manganese, zinc, 
lead, and copper. 


2. Volatile, basie radical. Ammonium. 


8. Acid elements and inorganic acids.—Arsenic, chlo- 
rine, iodine, fluorine, sulphur, and sulphuric, phosphoric, 
carbonic, silicic, and nitric acids. 

4. Compound, acid radicals.—Cyanogen and ferrocy- 
anogen, 


5. Organic acids.—Oxalic, acetic, tartaric, citric, malic, 
uric, hippuric, lactic, and tannic acids. 

6. Indifferent organic substances.—Cellulose, starch, 
sugar, gum, albuminoids, urea, fat, and alcohol. 


POTASSIUM. K. 39.1 


44,.—Salts of potassium, with all the acids mentioned 
in § 43, except tartaric, are easily soluble in water. The 
tartrate is soluble in free alkali or mineral acid, or in 
considerable water. 


Reactions. —In tolerably concentrated, neutral or 
slightly acid solutions of potassic salts, containing hydro- 
chloric acid or a soluble chloride, platinic chloride, PtCl,, 
gives a yellow, granular, crystalline precipitate, K,PtCl,, 
which is sparingly soluble in water, and nearly insoluble 
in alcohol, Its solubility is slightly: increased by the 
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presence of free hydrochloric acid. No precipitate will 
be given by the reagent in a very dilute solution of the 
potassic salt, but if such a solution is evaporated nearly 
to dryness with a little platinic chloride, and alcohol is 
added to the residue, the yellow double salt remains un- 
dissolved. 


If a drop of a solution of a potassic salt is evaporated 
to dryness in the platinum-wire loop, and the loop with 
the residue on it is held at the end of the inner blowpipe 
flame, or in the corresponding part of the flame of the 
Bunsen gas-burner, a violet color is communicated to the 
flame beyond the wire. Viewed through thick blue glass, 
this color has a more reddish appearance, but the light is 
not entirely absorbed; the presence of sodium, barium, 
calcium, and copper, may interfere with this reaction. 


In a silicate, this reaction for potassium may be ob- 
tained by fusing it, in a fine powder, with pure gypsum, 
treating the fused mass with water, filtering, and testing 
the filtrate. 


Quantitative estimation.—Potassium may be deter- 
mined as potassic chloride, KCl, potassic sulphate, K,SO,, 
or potassic platinic chloride, K,PtCl,. 

The first two salts are soluble in water, and therefore 
cannot be obtained by precipitation; other metals and 
acids being removed from the solution by methods here- 
inafter described, the pure salt is then left as a residue on 
evaporation to dryness. 


a. Determination as potassic chloride.—The solution 
being freed from other metals and acids, evaporate it to 
dryness over the water-bath, and ignite the residue in a 
well covered platinum crucible, very gently for a consid- 
erable time at first, to avoid the decrepitation and conse- 
quent loss that might result from too rapid heating ; 
finally, heat the crucible to a dull red for a short time. 
The residue contains 52,41°|, of potassium, 


46 § 44. BASES AND ACIDS WITH REAGENTS. 


b. Determination as potassic sulphate.—The solution - 


being freed from other metals and from non-volatile acids, 
as fvecreds in each special case, evaporate it to dices 
and ignite the residue in a platinum crucible, as directed 
for the ignition of potassic chloride, except that it may 
be more strongly heated at the close of the operation. 

If volatile acids, such as hydrochloric, nitric, or acetic, 
are present in the solution containing the potassium to be 
determined, suflicient sulphuric acid must be added before 
evaporation to expel them; in order, however, to avoid 
the disagreeable operation of expelling a large excess of 
sulphuric acid also, it is well toadd but little at first; the 
evidence that enough has been used will be found in the 
evolution of abundant white acid fumes towards the close 
of the evaporation; if these fumes do not appear, of 
course a little more acid must be added, and the evapora- 
tion continued. 

After igniting the residue in the platinum crucible 
gently for a little while, put in a small fragment of well 
dried ammonic carbonate, and ignite again while the 
crucible is loosely covered, very gently at first, and then 
gradually raise the heat toa fullred; repeat this addition 
of ammonic carbonate and the subsequent ignition as 
long as there is any change in weight. 

The ignition with ammonic carbonate facilitates the ex- 
pulsion of the second equivalent of sulphuric acid from 
the potassic bisulphate, and it should be used in the man- 
ner indicated whenever free sulphuric acid was present in 
the solution that was evaporated. The residue of potassic 
sulphate contains 44.89°| 
potassa. 

e. The determination of potassium as potassic platinic 
chloride depends upon the insolubility of this compound 
in alcohol. 

The solution being freed from all except potassic and 
sodic chlorides, and, according to Stohmann, ecalcie and 


0 0 


of potassium, or 54.08°|, of © 


— 


: 


a 
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magnesic chlorides also, and highly concentrated, add 
platinic chloride in excess, until the liquid has a_ bright 
yellow color, and evaporate the mixture nearly to dryness 
- over the water-bath, with care not to heat the water quite 
to boiling. 

Pour alcohol of 84°|,, mixed with *|, its volume of 
ether, over the residue, let stand several hours in a well 
covered vessel, with occasional stirring, transfer the in- 
soluble double chloride to a dried and weighed filter, 
wash it with alcohol and ether mixed as above directed, 
dry at 100° C., and weigh. 


If great accuracy is required, evaporate the filtrate 
from this first portion of the chloride nearly to dryness, 
at a temperature not above 75° C., after addition of some 
water and more platinic chloride, and some sodic chlo- 
ride if but little of this is supposed to be present, and 
treat this almost dry residue with the mixture of alcohol 
and ether as above; if a second quantity of insoluble 
chloride is thus obtained, collect it on a filter, wash, dry, 
and weigh it, and add the amount so found to the first 
quantity. 


The salt contains 16°|, of potassium. 


If the quantity of the precipitate is quite small, less 
than 0.03 grm. or thereabouts, it is better to collect it on 
a small filter, incinerate the filter, add a little pure oxalic 
acid to the cooled residue, cover the crucible, and ignite 
again gently at first, and more strongly afterwards ; after 
this ignition nothing but platinum and potassic chloride 
remains; dissolve out the salt by washing the residue 
with water until the washings give no turbidity with ar- 
gentic nitrate, and dry, ignite, and weigh the platinum. 


d. In some cases, as in the analysis of wood-ashes, 
potassium or potassa may be determined by a volumetric 
process, which consists in ascertaining the amount of a 
solution of sulphuric acid of known strength, that is re- 
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quired to combine with it and form a salt which is neutral 
to test-papers (§ 45). 


PREPARATION OF THE STANDARD ACID AND ALKALINE 
SOLUTIONS. 


45. a.—Sulphuric acid.—To about 1100 ec.c. of water 
add nearly 68 germs. of concentrated sulphuric acid, mix 
the whole well together, let the mixture cool to the tem- 
perature of the working room, and then estimate sulphu- 
ric acid with baric chloride ($ 59) in two or three portions 
of 20 c.c. each, with the utmost care; having in this way 
determined the strength of the solution; dilute it so that 
one litre shall contain exactly one equivalent of the acid 
expressed in grammes, or 40 grms. Supposing that the 
mean of three satisfactory determinations, as above, gives 
0.84 orm. of sulphuric acid in 20 ¢.c.: then we learn from 
the proportions, 20 : 0.84 = 1000 : 42,and 40 : 42= 
1000 : 1050, that 50 ¢.c. of water must be added to one 
litre of the acid that we have made, in order that it shall 
be of the proper strength; to cffect this further dilution, 
measure out 1000 ¢.c. of the acid in the litre flask, pour 
it without any loss into the bottle in which it is to be 
kept, rinse the walls of the flask with exactly 50 c.c. of 
distilled water, pour this water likewise into the same 
bottle without loss, and mix the acid and rinsings together 
well; finally pour about half the contents of the bottle 
into the flask, rinse off the walls of the flask with the 
liquid, and pour it back into the bottle. 

The bottle containing this standard acid should be kept 
well stoppered ; each time that a portion is to be taken 
out, the contents of the bottle should be shaken up in 
such a manner as to rinse down the water that may have 
evaporated in the space above the liquid and condensed on 
the glass. (Fresenius. Quantitative Chemische Analyse.) 

Since 40 is the equivalent of sulphuric anhydride, SO,, 


a 
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and this standard or normal solution contains an equiva- 
lent of the anhydride expressed in grammes, in a litre, 
( = 1000 cubic centimetres) it contains, then, an equivalent, 
expressed in milligrammes, in one cubic centimetre = 40 
mer. or 0.04 grm. The quantity of acid in one cubic centi- 
metre will combine with exactly one equivalent of potassic 
oxide or potassa, K,O, expressed in milligrammes, = 47.1 
mer. or 0.0471 grm., and form a salt whose solution is 
neutral to test-papers ; ima like manner, the acid in one 
cubic centimetre of the standard solution will combine 
with or neutralize one equivalent of sodic oxide or soda, 
Na,O, expressed in miligrammes = 31 mer. or 0.031 grm., 
or with one equivalent of ammonic oxide, (NH,),O, = 26 
mer. or 0.026 grm. 


The neutrality of the solution may be determined by 
its effect on paper that has been colored by litmus, or by 
adding a small quantity of a solution of litmus, or of 
cochineal or curcuma root. Litmus is colored blue by 
free alkali, and red by free acid ; cochineal under the same 
circumstances is colored purple and light reddish-yellow, 
while curcuma or turmeric is colored brown by free alkali, 
and yellow by acids. 


If, then, to a solution containing any one of the alkalies 
just mentioned, cither in a free state or combined with 
the weak carbonic acid, we add a little cochineal solution, 
and then the standard acid from a burette or a graduated 
pipette, with constant stirring, until the purple color sud- 
denly disappears, and a reddish-yellow one takes its place, 


that remains permanent throughout the whole liquid, we 


may know that, for each cubic centimetre of acid added, 
there were 0.0471 grm. of K,O, or 0.031 of Na,O, or 0.026 
of (NH,),O in the solution; the whole amount of the al- 
kali in the quantity of its solution taken for analysis will 
be given by the product of the number of cubic centime- 


tres of acid required, into the corresponding equivalent 
3 
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of the alkali, expressed in milligrammes or fractions of a 
gramme as above. 


b. Standard oxalic acid.—Put 63 grms. of pure erys- 
tallized oxalic acid in a litre flask, fill the flask up to 
about two-thirds with water, and, after the acid is entirely 
dissolved, add more weter until it rises nearly to the mark 
on the neck of the flask; bring the water to a tempera- 
ture of 15° C., and then, holding the flask by the rim, so 
that it will take a vertical position, carefully add water 
up to the mark on the neck, Mix the whole well together 
by shaking, transfer the liquid to a well stoppered bottle, 
and keep it ina dark place. As 63 is the equivalent of 
crystallized oxalic acid, expressed in grammes, this nor- 
mal solution contains, like the standard sulphuric acid, 
one equivalent of the acid expressed in milligrammes, 
—63 mer. or 0.063 grm., in one cubic centimetre. 


c. A standard soda solution is often wanted in connec- 
tion with the use of the standard acid, and for other pur- 
poses, and its preparation may be described here. 


It is made of such a strength that one cubic centimetre 
of it will be exactly neutralized by one cubic centimetre 
of the standard acid, or will contain 0.031 grm. of sodic 
oxide, Na,O. 

To prepare it, put 5 ¢.c. of the standard acid in a small 
flask with a very little cochineal solution, and then add a 
diluted solution of sodic hydrate, of which a considerable 
quantity has been previously made, from a 5 e¢.c.- pipette 
graduated into twentieths of a cubic centimetre, very 
slowly and with constant shaking of the flask, until the 
reddish-yellow color is just changed to purple; suppose 
that 2 ¢.c. have to be added; then evidently 3 ¢.c. of wa- 
ter must be added to 2 ¢.c. of the soda solution, in order 
to make 5 ¢.c. of the latter that shall exactly neutralize 
5 ¢.c. of the standard acid; or ?%'°°* = the amount,of 


oa 


water to be added to one litre of the sodie solution, to 
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make it of the normal strength. When the solution has 
been prepared according to these directions, and the water 
and alkali are well mixed, it should be tested, to be sure 
that the equality between the acid and the alkaline solution 
is perfect. Keep the solution in a bottle closed with a 
cork, through which passes a calcic-chloride tube that is 
stopped at its lower end with a plug of cotton and then 
filled with soda-lime; by this arrangement the free ex- 
pansion of the air in the upper part of the bottle with 
changes of temperature is permitted, while no carbonic 
acid can enter; it is well to bend the slender part of the 
calcic-chloride tube at a right angle just above the cork, 
so that no soda-lime can possibly fall into the bottle, and 
to fill the burette by means of a small siphon passing 
through the cork to the bottom of the bottle, the longer 
arm of which may be closed at the end by a clamp on a 
rubber tube. 

To 100 c.c. of this solution add 900 ¢.c. of water, mak- 
ing both measurements with the utmost care, mix well, 
and test this solution with the standard acid; 1 cc. of 
the latter should require exactly 10 c.c. of the former to 
neutralize it ; keep this solution in the same manner as de- 
scribed for the other standard soda solution, and labeled, 
*|,, standard soda solution. 


SODIUM. Na, 23. 


46, Salts of sodium, with all the acids named in § 48, 
are soluble in water. The double chloride of sodium and 
platinum is also soluble in both water and alcohol. 

When this solution is very slowly evaporated to dry- 
ness, slender, rosy, prismatic crystals are formed, while 
the crystals of the corresponding potassium salt are octa- 
hedral and granular. 

Reactions.—When a drop of a solution of a salt of so- 
dium is evaporated to dryness in the platinum-wire loop, 
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and the loop is then held at the end of the inner blow- 
pipe flame, or in the corresponding part of the flame of a 
Bunsen’s gas-burner, a yellow color 1s communicated to 
the flame beyond the wire. 

These yellow rays are completely absorbed by blue 
glass of sufficient thickness. This test for sodium is very 
delicate, and is not masked by even a considerable pro- 
portion of any other metal, except copper and calcium. 
The presence of avery large proportion of potassium 
may conceal the sodium reaction. In that case, green glass 
will absorb the violet rays of the potassium flame, but 
will not affect the colored rays produced by the sodium. 


Quantitative estimation.—ca. Sodium, like potassium, 
may be weighed as chloride or as sulphate, on evaporat- 
ing the solution to dryness, from which all other acids 
excopt hydrochloric or sulphuric have been removed by 
the methods described in each special case, 


The operations of evaporation and ignition may be 
conducted precisely as directed for the treatment of the 
corresponding potassium compounds (§ 44), except that 
no provision need be made to guard against loss by the 
decrepitation of the sodic sulphate. 

Sodic sulphate, Na,SO,, contains 32.39°|, of sodium or 
43,66"|, of soda, Na,O. Sodic chloride contains 39.32°|, 
of sodium, 


6. If potassium is present, the two metals being con- 
verted into chlorides, ascertain the amount of the same 
by evaporation to dryness and weighing the residue after 
gentle ignition, as directed for the treatment of potassic 
chloride (§ 44, a), and then determine the amount of po- 
tassic chloride in this mixture, with the aid of platinic 
chloride, as directed under potassium (§ 44, c). The dif- 
ference between the sum of the two chlorides and the 
amount of potassic chloride will give the sodic chloride. 

In this separation, enough platinic chloride must be 
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added to convert both the potassium and the sodium into 
the platinic compounds, and the evaporation with platinic 
chloride should not be carried to complete dryness, so as 
to avoid expelling the water of crystallization of the so- 
dic salt. The filtrate from the potassic salt should have a 
deep yellow color, and the salt, when examined with the 
magnifier, should be seen to consist only of yellow octa- 
hedral crystals or a yellow granular powder. 

e. If sulphuric acid is present in the solution containing 
sodium and potassium, the conversion of these metals into 
chlorides may be effected by gentle ignition with powder- 
ed ammonic chloride. Evaporate the solution of the sul- 
phates to dryness, mix-the residue with a little more than 
its weight of pure ammonic chloride, heat the mixture 
gently as long as fumes are evolved, and weigh; add more 
ammonic chloride to the contents of the crucible, ignite, 
and weigh again, and repeat this operation as long as 
there is any change in weight. 

d. In case the quantity of one metal in the mixture of 
the chlorides is not very much larger than that of the 
other, they may be estimated with accuracy by the indi- 
rect process. Determine the chlorine in the known 
weight of the mixture by the volumetric process (§ 63, 5), 
and then calculate the amount of potassium and sodium 
in it by the following formulas, in which 8 = the weight 
of the mixture of the chlorides, and A = the amount of 
chlorine contained therein. 


[(S-A) x 1.54]-A. 


P i = 
otassium 0.63 


A-[(S-A) « 0.91] 


al i — 
Sodium 03 


e. If it is more convenient to weigh the metals as sul- 
phates, the sulphuric acid may be determined in the usual 


~ 
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manner ($ 59), and the respective amounts of sodie and 
potassic sulphate estimated by the following formulas, in 
which X = the amount of the sodic sulphate, Y that of 
the potassic sulphate, A the weight of the mixed sul- 
phates, and 5 that of the sulphuric acid contained therein. 


2 (AZ, x 0.45919) oe 
os 0 ae: ve ee 


In determining potassium and sodium by either of these 
indirect methods, it is absolutely essential that all other 
metals be carefully removed. 


AMMONIUM. NH, 18. AMMONIA. NHs. 


4%, All the salts of ammonium are either volatilized by 
heat or decomposed with expulsion of the ammonia, and 
their solubility is the same as that of the potassium salts, 
except that the tartrate is more soluble. 


Reactions.—Salts of ammonium behave like salts of 
potassium, with platinic chloride, except that when am- 
monic platinic chloride is ignited, nothing but metallic 
platinum is left behind. 

When salts of ammonium are gently heated with baric 
or sodic hydrate, ammonia is expelled and gives a blue 
color to a piece of moistened red litmus-paper held in the 
tube above the liquid, or a brown color to a piece of tur- 
meric-paper. To make this reaction as delicate as possi- 
ble, put the substance to be tested in a small beaker, with 
baric or calcic hydrate in 4 dry form, moisten the mixture 
with water, cover the beaker with a watch-glass on the 
under side of which is a slip of the moistened test-paper, 
and heat the whole gently. Sooner or later, the presence 
of ammonium will be manifested by a change in the color 
of the paper, if any is present in the substance. 

The test is a delicate one, as thus performed, and none 
of the metals interfere with it, if present. 


_——e a a 


§ 47, AMMONIUM. 55 


A still more sensitive test is that known as Nessier’s, 
When a mixture of solution of mercuric iodide in potassic 
iodide, and potassic. hydrate, is added to a solution con- 
taining ammonium, a light or reddish-brown precipitate 
is obtained, NHg,I. To make this test still more delicate, 
as in the case of an exceedingly dilute solution of the am- 
moniacal salt, add 25 ¢.c. of baric hydrate to a litre of 
the water to be examined, distil off "|, of the mixture, 
and test the distillate with the Nessler solution. 


If the solution is not too dilute, a good reaction is ob- 
tained on holding a drop of the Nessler solution, sus- 
pended on the end of a glass rod, in the test-tube just 
above a mixture of the substance tested and baric hy- 
drate; if ammonium is present, the drop is colored red- 
dish-brown. 


To make a litre of the solution for this test, and a solu- 
tion that can also be used for quantitative purposes, dis- 
solve 62.5 grms. of potassic iodide in 250 c.c. of water, 
and add to this a concentrated solution of mercuric chlo- 
ride, until the precipitated mercuric iodide ceases to be 
dissolved on agitation; then dissolve 150 grammes of 
caustic potassa in its own weight of water, and add it 
gradually to the iodized mercurial solution, and finally 
the necessary amount of water to make one litre; let the 
mixture stand 8-10 days, decant the clear and nearly 
colorless liquid, and keep it in well stoppered bottles in a 
dark place. 


Quantitative estimation.—a. Ammonium may be de- 
termined in the form of the ammonic platinic chloride, 
(NH,),PtCl,, when all metals except sodium (and calcium 
and magnesium, Stohmann,) are absent. The course to 
be followed is precisely the same as that described for the 
determination of potassium in the corresponding manner 
(§ 44, c). The double chloride contains.7.64° |, of ammonia 
(NH,), or 8.07°|, of ammonium. 
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6. Ammonia may also be determined by expulsion 
from the mixture containing it by a strong base, and col- 
lecting the product in a known quantity of standard acid. 
(Schléssing’s process.) The solution to be examined, 
which should not be more than 385-¢.c. in bulk, nor con- 
tain more than 0.3 grm. of ammonia, is put in a shallow 
vessel, A, about 5 cm. in diameter, which, in its turn, 1s 
put ona plate about 10 cm. in diameter, the bottom of 
which is covered with mercury. Put 10 ¢.c. of the nor- 
mal sulphuric acid in another, and rather smaller, shallow 
vessel, B, that is supported over A by a glass triangle; 
then put about 10 c.c. of milk of lime or sodic hydrate in 
A with the ammoniacal solution, by means of a pipette, 
and finally invert a bell-jar or a weighted beaker over 
the whole, and be sure that its rim is completely immers- 
ed in the mercury. 

After 48 hours, the ammonia will usually be entirely 
expelled from the substance, and absorbed by the acid; 
in the analysis of animal and vegetable liquids, Schulze 
found that three or four days were required, but that after 
the expiration of that time the ammonia was completely 
liberated. To test the matter, lift the edge of the bell- 
jar or beaker, or take out the stopper of the tubulure, if 
the bell-jar has such an appendage, and introduce a piece 
of moistened red litmus-paper ; this should retain its red 
color even if left for a considerable time in the jar. 

If the operation is finished, titrate the acid in the vessel 
B, with the standard solution of soda; the difference be- 
tween the number of cubic centimetres of acid put into 
B in the beginning, and the number of cubic centimetres 
of soda solution required to neutralize what acid remains 
free, multiplied into 0.017 grm. will give the amount of 
ammonia (NH,) in the substance analyzed—or, multiplied 
into 0.026 grm. will give the amount of ammonic oxide 
(NH,),0. 

If albuminoids are present in the substance examined, 


| 
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it is better to use freshly ignited magnesia, instead of milk 
of lime, to set free the ammonia, so as to avoid the forma- 
tion of the compound out of a portion of the albuminous 
matters ( Vogel). 

c. When the substance does not contain, besides am- 
monia, nitrogenous organic matter that would yield 
more ammonia on being heated with an alkali, the de- 
termination may be more expeditiously performed as fol- 
lows. 

Weigh the substance out in a small tube about 10 mm. 
in diameter and 5 cm. long, put it in a small flask, A, 
containing a moderately concentrated solution of sodic 
hydrate which has been previously boiled for a consider- 
able time to expel all traces of ammonia, and allowed to 
cool again, Freshly ignited magnesia is sometimes used 
in the place of the alkali, Put the flask in an inclined 
position on the wire gauze over the lamp, and connect it 
quickly with the tube of a small cooling apparatus; con- 
nect the other end of this tube by a good cork with a 
tubulated receiver, £, through the tubulure of which 
passes another small tube that is bent twice and carried 
to the bottom of a small flask, C. Put into the receiver, 
4, the larger portion of 50 ¢.c. of standard sulphuric acid 
and the remainder in the flask C, and color the acid in 
both vessels with a little cochineal; neither tube that 


“passes into B should dip into the liquid contained in it. 


Be sure, now, that the apparatus is tight throughout, boil 
the contents of the flask A gently, and continue the 
boiling for a little while after the drops of condensed 
liquid as they fall into the receiver have ceased to change 
the color of the acid as they come in contact with it. 
Then remove the lamp, and allow the contents of the 
flask C' to flow back into B; rinse C several times with 
cold water, and allow these rinsings to flow into B also ; 
finally disconnect the receiver B from the rest of the 
apparatus, transfer its contents to a beaker without any 
2% 
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loss, titrate the acid remaining free with the standard so- 
dic solution, and estimate the amount of ammonia in the 
substance analyzed, as directed in 0. ( Hresenius.) 


d. If the standard acid in either of these processes, 
6 or e, should contain but avery small amount of am- 
monia, instead of titrating with soda, the determination 
may be completed more satisfactorily with the aid of the 
Nessler solution, by preparing a solution containing an 
accurately known quantity of ammonia, of such a strength, 
that about equal volumes of it and of the solution con- 
taining the unknown amount of ammonia, will give the 
same shade of color with equal small quantities of this 
reagent. 

The color observations in this process are best made in 
narrow glass cylinders of such a diameter that 100 ¢.c. of 
the water to be tested form a stratum about 18 cm. deep, 
and by placing these cylinders upon a sheet of white 
paper near a window and looking at the surface of the 
liquid obliquely. 

The amount of ammonia present in the solution to be 
examined should not be great enough to give a precipi- 
tate with the reagent, but only a coloration; the best re- 
sults are obtained when there is not more than one milli- 
gramme of NH, in 100 .c. of the solution, but even if the 
solution is ten times stronger than this, the results are 
more accurate than those obtained by titration; it is im- 
portant that the temperature of the solution tested should 
be nearly the same as that of the other solution contain- 
ing a known quantity of ammonia, which is made the 
standard of comparison, and that neither free potassa or 
soda, nor calcic or magnesic carbonate should be present. 


To estimate the ammonia in a solution by this:method, 
first make a standard solution of ammonic chloride con- 
tainng 0.3147 grm. in one litre, which is equal to 0.1 
grm. of ammonia (NH,) in the litre; add 1 ec.c. of the 
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standard iodized mercurial solution to 100 or 150 c.c. of 
the distillate, obtained in 0 or c, or to any clear and color- 
less solution containing ammonia; put in another test- 
tube, containing about 100 ¢.c. of water, as much of the 
standard solution of ammonic chloride as is thought nec- 
essary to give the same shade of color with the test- 
liquid, make the volume of this mixture the same as 
of the other, by addition of water, add 1 «ec. of the 
iodized mercurial solution, let stand ten minutes, and then 
compare shades of color; if not alike, make another more 
or less diluted portion of the standard ammonié solution, 
according as the shade of color of the first was too dark 
or too light, and repeat the test. (W. A. Miller.) 


BARIUM. Ba... 137. 


48, Compounds o. barium with sulphuric, oxalic, car- 
bonic, phosphoric, tartaric, and silicic acids, and with flu- 
orine, are insoluble or sparingly soluble in water. The 
sulphate and silicate are insoluble in acids. 

Reactions.—Sulphuric acid and all soluble sulphates 
produce, even in very dilute solutions of barium salts, a 
finely pulverulent precipitate of baric sulphate, BaSO,, 
insoluble in acids, except when hot and concentrated, and 
even then but very sparingly soluble. This sulphate is 
slightly decomposed when boiled with a solution of sodic 
carbonate, but is not changed at all ifasoluble sulphate 
is mixed with the carbonate. 


CALCIUM. Ca. 49. 


49, Compounds of calcium with oxalic, carbonic, phos- 
phoric, tartaric, and silicic acids, and with fluorine, are 
insoluble or sparingly soluble in water. The tartrate dis- 
solves in 352 parts of boiling water. The silicate and 
fluoride are insoluble in acids. Both water and acids dis- 
solve the sulphate in small quantity. . 
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Reactions.—If dilute sulphuric acid or ammonic sul- 
phate is added to a not too dilute solution of a calcic salt, 
free from a large excess of strong acids, a white precipi- 
tate of calcic sulphate, CaSO,, 2H,O, is formed immedi- 
ately or after standing some time, which is soluble in an 
excess of mineral acid, and slightly soluble in acetic acid 
and water. 

This sulphate being much less soluble in alcoho. than 
in water, the addition of a quantity of this reagent about 
equal to the volume of the solution, will often cause the for- 
mation of a precipitate, at least after standing some time, 
that would otherwise not appear. 

This precipitate is readily decomposed when boiled 
with a solution of sodic carbonate, calcic carbonate and 
sodic sulphate being formed. 

Ammonic oxalate gives, even in very dilute solutions 
of calcic salts, if they contain no free mineral acid, a 
white crystalline precipitate of calcic oxalate, CaC,O,, 
soluble in hydrochloric or nitric acid, and insoluble in 
acetic acid or a solution of ammonic chloride. If the so- 
lution of the ecalcic salt is very dilute, a precipitate may 
not appear until after the mixture has stood some time. 


Quantitative Estimation.—Calcium is usually deter- 
mined as carbonate, CaCO,, by precipitation with am- 
monic oxalate and conversion of the oxalate into carbon- 
ate by ignition. 

a. 1,—If the salt is soluble in water or the acid is one 
that, like carbonic acid, may be expelled by hydrochloric 
acid, or can be removed by evaporation to dryness, like 
silicic acid, or the solution gives no precipitate with am- 
monia, add ammonic oxalate to the hot solution free from 
any great excess of acid, and then ammonic hydrate until 
the liquid, after being well stirred, gives off an ammoni- 
acal odor, let the mixture stand in a warm place 12 hours, 
decant the clear liquid into a filter, wash the precipitate 


» 
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several times by decantation, and finally rinse it into the 
filter with hot water. Ignite the precipitate and filter 
separately ($ 40, 4), keeping the filter-ash on the crucible 
cover. Keep the crucible at a faint red heat 5 or 10 
minutes at the close of the ignition; at no time should it 
be heated to a higher temperature than this; during this 
short ignition lift the cover of the crucible a few times, 

After weighing, moisten the contents of the crucible 
with a little water and apply a piece of turmeric-paper 
to the moist mass ; if the paper is turned brown, rinse it 
off with a very small quantity of water, put a small 
lump of ammonic carbonate into the crucible, heat the 
crucible over the water-bath until its contents are dry 
again, ignite gently, and weigh again; repeat this opera- 
tion with fresh portions of ammonic carbonate, and igni- 
tion, as long as there is any change in weight. The 
change of color in the turmeric-paper showed that the 
first ignition was carried too far, so as to expel some of 
the carbonic acid, and leave calcic oxide. (Avresenius.) 

The residue of calcic carbonate contains 40 °|, of calci- 
um or 56 °|, of calcic oxide or lime. 

2. If a blast-lamp is at hand, or a gas blowpipe, it is 
best to ignite the precipitate of calcic oxalate 10 minutes 
to an incipient white heat, after the usual ignition to a red 
heat over the common lamp; in this way all the calcic 
carbonate will be converted into calcic oxide, which may 
be weighed as such; no testing of the ignited residue is 
necessary, and moreover the filter may be burned with 
the precipitate. 

3. Instead of igniting the precipitate of ammonic oxa- 
late, after it has been well washed in the usual manner, 
dissolve it in dilute hydrochloric acid while yet moist, 
add water in such a quantity that the ratio between the 
oxalic acid and the water will be about 1 : 400 or 500, 
add to this 6-8 c.c. of concentrated sulphuric acid, and 
then estimate the oxalic acid in this solution with the aid 
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of the standard permanganate solution, as directed in 
§ 69, a. This method yields results that are hardly less 
accurate, if any at all, than the other two already de- 
scribed. For each equivalent of oxalic acid found, ex- 
pressed in milligrammes, reckon one equivalent of lime, 
similarly expressed, or 0.028 grm. 

If the amount of ealcic oxalate in the filter is very 
small, it may be converted into sulphate by ignition with 
pure ammonic sulphate, and the lime weighed as sulphate, 
containing 41.18 °|, of lime. 

b. If the acid in combination with the lime is one that, 
like phosphoric acid, cannot be readily removed, add am- 
monia until a permanent precipitate just begins to appear, 
dissolve this: by adding a few drops of hydrochloric acid, 
add ammonic oxalate in excess, then sodic acetate, and 
proceed as in @ with the precipitated calcic oxalate. 


MAGNESIUM. Mg. 24. 


50. Compounds of magnesium with phosphoric, car- 
bonic, oxalic, and silicic acids, and with fluorine, are in- 
soluble or sparingly soluble in water. The silicate and 
fluoride are insoluble in acids. 


Reactions.—The carbonate is not precipitated from so- 
lutions of magnesic salts containing much ammonic chlo- 
ride, on addition of an alkaline carbonate. — 

Hydric disodic phosphate produces a white precipitate 
of ammonio-magnesic phosphate, MgNH,PO,, in solutions 
of magnesic salts containing ammonic salts. The precipi- 
tate, at first flocculent, if at all abundant, becomes more 
granular and crystalline after standing some time, or after 
violent agitation of the liquid containing it. If the solu- 
tion of the magnesic salt is very dilute, the precipitate 
may not appear for some hours, and then it is crystalline 
and adheres to the sides of the tube; if, before the solu- 
tion was set aside, it was stirred with a glass rod, and the 
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walls of the tube rubbed here and there with the rod, the 
precipitate is deposited along these lines, producing the 
appearance of white streaks on the glass. 

Even in concentrated solutions containing magnesium 
and ammoni¢ chloride and sodic phosphate, the whole of 
the ammonio-magnesic phosphate is not deposited until 
after long standing; hence, if the first precipitate pro- 
duced on adding the reagent is filtered out, and the clear 
filtrate stirred and set aside, a fresh precipitation will take 
place, and partly on the walls of the tube in the manner 
described above. 


Quantitative estimation,— Magnesium is usually deter- 
mined as pyrophosphate, Mg,P,O.. : 


a. To the solution of the magnesic salt add a consider- 
able quantity of ammonie chloride, and then ammonia in 
slight excess; if this ammonia causes the formation of a 
precipitate, add enough more ammonie chloride to dis- 
solvé it; then add hydric disodic phosphate, as long as a 
precipitate is formed, stir the mixture well, with care not 
to touch the sides of the beaker with the rod, cover the 
beaker carefully, and let it stand with its contents 12 
hours without applying heat; decant the clear liquid 
through the filter, rise the contents of the beaker into 
the filter with portions of the first filtrate, and wash the 
contents of the filter with a diluted ammonia water 
containing one part of ammonia water of 0.96 Sp. Gr. 
and three of water, until the last five drops of the wash- 
ings give no opalescence with very dilute nitric acid con- 
taining argentic nitrate. 

Ignite the precipitate and filter separately. Rose rec- 
ommends to ignite the precipitate for a short time in a 
porcelain crucible over the blast-lamp; in this way it is 
obtained quite white. 

Add 0.002 grm. to the residue of magnesic phosphate 
for every 110 c.c. of the filtrate from the precipitate (but 
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not the washings), to compensate for the solubility of the 
salt in the ammoniacal solution in which it was precipi- 
tated. (Lresenius.) 

The residue contains 36.04°|, of magnésic oxide or 
magnesia, MgO. 

If the solution containing the magnesium is strongly 
acid, Rose recommends that the sodic phosphate be added 
first, and then a suflicient-quantity of ammonia to super- 
saturate the acid; thus he prevents the formation of any 
hydrated magnesic oxide that is liable to be precipitated 
with the phosphate and make it impure. 

6. Separation of Calcium and Magnesium.—This is 
effected with ammonic oxalate in the presence of am- 
monic chloride, and ammonia in slight excess. Add the 
ammonic chloride and ammonia as directed above in «, 
and then ammonic oxalate; this last reagent must be 
added in slight excess, after it has ceased to give any 
further precipitate of calcic oxalate, in order to convert 
all the magnesium into oxalate. Let the mixture stand 
12 hours in a moderately warm place, decant the clear 
liquid into the filter, wash the precipitate in the beaker 
once with water, decant the washings, dissolve the pre- 
cipitate in a little dilute hydrochloric acid, add ammonia 
in slight excess, and ammonic oxalate; let the mixture 
stand until the precipitate has completely subsided, then 
filter through the same filter as before, and wash. The 
first filtrate has the larger portion of the magnesium in 
it; the second, the rest. 

ieaiy the second filtrate, and concentrate thet and 
the washings by evaporation, add the residue to the first 
filtrate, and precipitate magnesium in this solution as 
phospaate. Treat the precipitate of calcic oxalate on the 
filter as directed in § 49. 

If, in the filtrate from the calcic oxalate, there is a 
great excess of ammonic salts, it will be safer to evapo-| 
rate the solution to dryness and expel them by ignition, 
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dissolve the residue in water acidified with hydrochloric 
acid, filter if necessary, and then to precipitate the mag- 
nesium in the usual manner with hydric disodic phosphate. 

e. If but little calcium is mixed with considerable mag- 
nesium in the substance to be analyzed, evaporate the 
solution to dryness, and ignite the residue gently to ex- 
pel ammoniacal salts completely, dissolve this residue in a 
very little water mixed with a few drops of hydrochloric 
acid, add strong alcohol and a slight excess of pure con- 
centrated sulphuric acid, and digest the mixture in the 
cold several hours. Collect the precipitated calcie sul- 
phate on the filter, wash it first with almost absolute al- 
cohol and finally with alcohol of about 40 °|,, dry, ignite 
and weigh. 

Expel the alcohol from the filtrate and washings by 
heat, and determine magnesium in the usual manner with 
sodic phosphate. 


ALUMINIUM. Al. 27.5. 


51, Compounds of aluminium with phosphoric and 
silicic acids, and fluorine, are insoluble in water. The 
silicate is insoluble in acids. 

Reactions,—Solutions containing aluminium give a pre- 
cipitate, Al,O,,38H,O, or Al,H,O,, with ammonic or sodic 
hydrate ; the precipitate is dissolved in an excess of the 
latter reagent, but not in the former. 

When a compound of aluminium is fused on platinum 
foil with four or five times its bulk of sodic and potassic 
carbonate, the fused mass dissolved in a very little water, 
and the solution filtered if necessary, nitric acid added to 
the filtrate carefully until effervescence ceases, and then a 
few drops of ammonia until the solution emits a faint 
odor of the reagent, a white flocculent precipitate appears, 
at once, or after standing some time; it will appear soon- 
er, or be more readily perceived, on heating the liquid 
gently for a time. 
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Quantitative estimation.—Aluminium is always weigh- 
ed as sesquioxide, AL,O,,. 

To the not too dilute hot solution add a fourth or a 
third of its volume of ammonic chloride, if not already 
present, and then ammonic hydrate until a faint odor of 
ammonia is perceptible after vigorous stirring; heat the 
mixture almost to boiling until no more ammonia is given 
off, let it stand a few hours in a moderately warm place, 
decant the clear liquid through the filter, wash the pre- 
cipitate two or three times with hot water, by decanta- 
tion, transfer the whole to the filter, and wash it until the 
washings leave no fixed residue on platinum foil; if the 
solution contained sulphuric acid in notable quantity, it 
will be best to dissolve this first precipitate in dilute hy- 
drochloric acid, and re-precipitate the aluminic hydrate 
with ammonia, as above. Dry the precipitate very thor- 
oughly, and ignite it gently at first, and carry the heat to 
a full red, finally. 


The residue is pure alumina. 
IRON. Fe. 56. 


52, Compounds of iron with carbonic, phosphoric, 
oxalic, and silicic acids, and sulphur, are insoluble in water ; 
the silicate is insoluble in acids. 

Ferric salts give a yellowish-red color to solutions con- 
taining them in notable quantity. 


Reactions,—Solutions of ferrous and ferric salts give 
precipitates, FeO, H,O, or FeH,O, and 2Fe,0,, 3H,0 or 
Fe,H,O,, with ammonic or sodic hydrate ; the ferrous salts, 
however, give no precipitate with ammonia in the presence 
of ammonic salts. These precipitates are insoluble in ex- 
cess of the precipitant. The precipitate produced in so- 
lutions of pure ferrous salts is white; in solutions of 
ferric salts, reddish-brown, 

Solutions of ferrous salts give a blue precipitate with 
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potassic ferricyanide; ferric salts give no precipitate with 
this reagent. 

Ferric salts give a deep red color with potassic sulpho- 
cyanate; this reaction is exceedingly delicate. Nitric 
acid causes the color to disappear after a while, and am- 
monic hydrate destroys it immediately. Ferrous salts 
give no color with this reagent. 

Ferrous salts are converted into ferric compounds when 
heated with nitric acid. 


Quantitative estimation.—Iron may be determined by 
a gravimetric or a volumetric process. In the former 
ease It is weighed as sesquioxide, Fe,O.,,. 


a. Add ammonic hydrate in excess to the hot solution, 
in which the iron has been completely oxidized by heating 
with nitric acid, if any ferrous oxide was present, heat 
the mixture almost to boiling, and then Ict it stand until 
the larger part of the liquid can be decanted into the fil- 
ter; wash the precipitate several times by decantation, 
and afterwards on the filter, until a drop of the washings 
leaves no residue on evaporation on platinum foil, and 
ignite the precipitate and filter separately. The residue 
is pure ferric oxide, and contains 70°|, of iron. 

If the substance analyzed contained silica, this precipi- 
tate is liable to be contaminated with it, and should be 
digested with concentrated hydrochloric acid, after hav- 
ing been gently ignited ; if silica is present, it will remain 
undissolved, and may be filtered out and weighed. 


6. The volumetric process, with potassic permanganate, 
is particularly convenient for the determination of iron 
in the presence of aluminium, The iron is converted into 
a ferrous salt, and then it is ascertained how much of a 
solution of permanganate of known strength is required, 
to oxidize the ferrous to a ferric salt. 

To make the solution of permanganate, dissolve about 
8 grms. of the crystallized potassic permanganate of the 
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druggists in one litre of water; as this solution is changed 
by exposure to the air, its strength must be determined 
from time to time, and the oftener, the more imperfectly 
it is protected from such exposure. 

To determine its strength, weigh out accurately about 
1.4 grms. of ammonio-ferrous sulphate, dissolve the salt 
in about 200 c.c. of distilled water, to which about 20 ¢.e. 
of dilute sulphuric acid have been added. To protect the 
salt more completely from oxidation while the solution is 
taking place, heat it with a part of the water in a small 
flask closed by a cork through which two short glass 
tubes pass; fasten the flask in an inclined position in a 
retort-holder, and heat its contents while a slow current 
of carbonic acid is conducted through the upper part of 
it. When the solution is completed, let the liquid cool in 
the current of carbonic acid, transfer it quickly to a beak- 
er or a larger flask, rinse the flask out with the rest of 
the water, set the vessel over white paper, and immedi- 
ately begin to add the solution of permanganate from a 
burette, with constant stirring of the liquid. At first, 
the red drops disappear the instant that they come in 
contact with the solution, and the latter gradually takes 
a yellowish tint; add the permanganate more and more 
carefully as the drops begin to disappear less readily, and 
stop when the last drop gives an unmistakable reddish 
color to the whole liquid. 

Ammonio-ferrous sulphate contains just one-seventh of 
its weight of iron, and hence the amount of permanganic 
solution used in this trial will convert a weight of 
iron from ferrous to ferric oxide, equal to one-seventh of 
the weight of the salt taken. . 

The concentration of the solution of permanganate 
should be such, that from 20 to 30 ¢.c. is required for 1.4 
germs. of ammonio-ferrous sulphate, or 0.2 grm. of metal- 
lic iron. 

Now, to determine iron by this process the ferric salt 
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must be in the form of a sulphate or a chloride, and the 
solution should contain about 0.5 orm. of iron and an 
excess of free sulphuric or hydrochloric acid and as little 
nitric acid as possible; heat the solution in a small, long- 
necked flask placed in an inclined position, drop in a few 
pieces of pure zinc, and conduct carbonic acid through 
the flask in the same manner as described above, for dis- 
solving the ferrous salt; the ferric compound is reduced 
to a ferrous salt by the zinc, with the evolution of hydro- 
gen. When the solution is decolorized, and all the zine 
is dissolved, cool the liquid as quickly as possible by im- 
mersing the flask in cold water, while carbonic acid is 
still passing through, transfer the solution to a beaker, 
rinse the flask into the beaker with a considerable quanti- 
ty of water, and dilute the solution until it contains about 
200 ¢.c. for every 0.2 grm. of iron supposed to be present ; 
the solution must be more largely diluted if the salt was 
a chloride, or was dissolved in hydrochloric acid, instead 
of sulphuric. 

To this solution add the solution of permanganate in 
the same manner as directed above, for the treatment of 
the ferrous salt. 

The amount of iron im the quantity of solution taken 
will be given by the proportion 

Cee. =e) x 
ss 
in which C = the number of cubic centimetres of per- 
manganic¢ solution used in the trial with the known quan- 
tity of ferrous salt, F = the weight of the ferrous salt 
taken, C’ = the number of cubic centimetres of perman- 
ganic solution used in the trial with the substance exam- 
ined, and X = the amount of iron therein. 

The solution of potassic permanganate is most con- 
veniently kept in a bottle provided with an ordinary 
washing-bottle arrangement for filling the burette from 
it: then the bottle need not be opened until empty, no 
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dust can get into it, particularly if the open end of the. 
shorter tube is closed with a plug of cotton, and its 
strength will not change perceptibly in two or three 
months. 

c. The following volumetric method of estimating fer- 
ric oxide has given satisfactory results (Oudemans, Fre- 
senius’s Zeitschrift, 6, 129), and is very easily executed. 


Prepare a standard solution of sodic hyposulphite, by 
dissolving 24.8 grms. of the pure crystallized salt in one 
litre of water; this gives a'|,, normal solution, since 248 
is the equivalent of the crystallized salt. Determine the 
streneth of a solution of ferric chloride containing no 
traces of free chlorine, as carefully as possible, by precipi- 
tation with ammonia (a). 

To a quantity of this solution, accurately measured, 
containing about 0.2 grm. of iron, add a little hydrochlo- 
ric acid, one or two drops of a concentrated solution. of 
cupric sulphate, and the same quantity of potassic sulpho- 
cyanate ; heat this blood-red liquid to about 40° C., and 
allow the standard solution of hyposulphite to flow from 
a burette into it with constant stirring, until the red color 
disappears, leaving a clear, colorless liquid; towards the 
end of the operation, when the color of the solution has 
become quite pale, wait a few seconds between each ad- 
dition of a few drops of the hyposulphite. Divide the 
quantity of ferric oxide corresponding to the amount of 
ferric chloride taken, by the number of cubic centimetres 
of the solution of hyposulphite required in this trial, and 
the quotient will give the amount of ferric oxide which 
the sodic hyposulphite in oné cubic centimetre of the 
standard solution is able to reduce to protoxide. 


Having in this way determined the value of the solu- 
tion of hyposulphite with reference to ferric oxide, this 
oxide may be determined in any solution containing it or 
the corresponding chloride, in the manner described 
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above; the solution should contain no free chlorine or ni- 
tric acid. 

The standard solution of hyposulphite should be care- 
fully protected from the light, and the determination of 
its strength should be repeated from time to time by com- 
parison with a portion of the solution of ferric chloride 
of known strength, as above. 


MANGANESE. Mn. 55. 


53. Compounds of manganese with phosphoric, car- 
bonie, oxalic, and silicic acids, and sulphur, fluorine, and 
cyanogen, are insoluble or sparingly soluble in water. 
The silicate is insoluble in acids. 

Reactions.—A solution containing manganese gives a 
precipitate, MnO,H,O, or MnHi,O,, with scdic or ammonic 
hydrate; the presence of ammonic chloride prevents the 
formation of the precipitate by ammonic hydrate; in this 
way manganese may be partially separated from iron for 
qualitative purposes. 

When a compound of manganese is fused with potassic 
and sodic carbonate and sodic nitrate, the fused mass 
takes a bluish-green color, which can be masked only by 
the presence of a very considerable quantity of iron. In 
ease this large proportion of iron is present, it may be 
precipitated by ammonia after adding considerable am- 
monic chloride, filtermg it out quickly, and evaporating 
the filtrate; then test a few drops of the concentrated 
liquid by fusion, as above. 


Quantitative estimation.—The manganese is usually 
precipitated as carbonate; when ignited, this carbonate is 
converted into manganous manganic oxide, Mn,O,, which 
is weighed. Heat the solution, free from any great excess 
of mineral acid, nearly to boiling in a capacious flask, add 
sodic carbonate very slowly until it is in excess, boil a few 
minutes, and wash the precipitate by decantation and on 
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the filter; ignite the filter and its contents separately. 
The ignition should be carried to a full red heat. The 
residue contains 72.05°|, of manganese. 


ZINC. Zn. 68. 


54, Compounds of zine with phosphoric, carbonic, ox- 
alic, and silicic-acids, and sulphur and cyanogen, are in- 
soluble or sparingly soluble in water, The silicate is 
insoluble in acids. 


Reactions.—Solutions of zincic salts give a white pre- 
cipitate, ZnO, H,O or Znf,O,, with sodic or ammonic 
hydrate, soluble in excess of the precipitant, and re-pre- 
cipitated from this solution on dilution with considerable 
water and boiling. 

Solutions of zincic salts give a white flocculent precipi- 
tate, Zn,Fe,Cy,, with potassic ferrocyanide, that is diffi- 
cultly soluble in acids, 


LEAD Pie 20% 


55. Compounds of lead with sulphuric, phosphoric, car- 
bonic, oxalic, and tartaric acids, and sulphur and fluorine, 
are insoluble, or sparingly soluble in water. The sulphate 
and sulphide are insoluble in dilute acids. 


Reactions.—Solutions of salts of lead give a white pre- 
cipitate, 2PbO, H,O or Pb,H,O,, with sodic or ammonic 
hydrate, insoluble in excess of the precipitant. 

If free from avery large excess of strong acid, they 
give a white precipitate, PbSO,, with dilute sulphuric 
acid, which appears at once, or after some time if the so- 
lution is very dilute ; this precipitate is insoluble in dilute 
acids, and is more insoluble in dilute sulphuric acid than 
in pure water; it is soluble in a solution of ammonic tar- 
trate containing an excess of ammonia; if this solution 
is acidified with acetic acid and potassic dichromate add- 
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ed, a yellow precipitate of plumbic chromate, PbCrO,, is 
formed. 

Lead is precipitated from its solutions by metallic zinc 
in the presence of free acid, 


COPPER. Cu. 63.5. 


56. Compounds of copper with phosphoric, oxalic, car- 
bonic, tartaric, and silicic acids, and sulphur and cyanogen, 
are insoluble, or sparingly soluble in water. The sulphide 
and silicate dre insoluble in dilute acids. 

Cupric salts give a blue or a greenish-blue color to so- 
lutions containing them. 


Reactions.—Solutions containing copper give a green- 
ish precipitate, CuO, H,O or CuH,O,, with sodic or am- 
monic hydrate. This precipitate is dissolved by an excess 
of ammonic hydrate, giving a deep blue solution; the 
reaction is very delicate. 

Solutions of copper give a red precipitate with potassic 
ferrocyanide, Cu,Fe,Cy,. 

Copper is precipitated from its solutions by zinc in the 
presence of free sulphuric or hydrochloric acid ; jiree 
nitric acid hinders the reduction, but does not prevent it. 


ARSENIC. As. 70. 


57. When a solution containing arsenic is treated with 
dilute sulphuric acid and metallic zine, in a small flask 
closed with a cork through which passes a glass tube 
drawn out to a small jet at the end, and the escaping gas 
is lighted, after it has been evolved long enough to expel 
the oxygen from the flask, a bluish flame is produced, 
which deposits black, shiny spots on a cold porcelain sur- 
face. The arsenic was evolved as arseniuretted hydrogen, 
AsH,. This reaction is very delicate, and is known as 
Marsh’s test. 

4 
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ACIDS. 


SILICIC ACID. H,SiOs. 


58, All silicates are insoluble in water and dilute acids, 
except those of potassium and sodium. 

Silicates may be decomposed, and the metals contained 
in them brought into a soluble form, by means of concen- 
trated hydrochloric or sulphuric acid, by hydrofluoric acid 
or ammonic fluoride, or by fusion with an alkaline carbon- 
ate, and subsequent treatment with dilute hydrochloric 
acid. 


Reactions.—If a solution of a soluble silicate is evapo- 
rated to dryness, after addition of hydrochloric acid, the 
residue gently ignited and treated with dilute acid, the 
silica remains undissolved in the form of a white, gritty 
powder. 

When a silicate in powder is fused in a bead of sodic 
carbonate, on platinum wire, the carbonic acid is expelled 
by the silicic, and its evolution causes the bead to froth. 

If a very small fragment of an insoluble silicate is 
fused in a bead of phosphorus-salt, on platinum wire, 
the bases are dissolved out, and the silica remains floating 
about in the bead, retaining the form of the original 
fragment. 

Quantitative estimation.—Silicic acid is always weighed 
as such. 

a. 1.—If the acid is to be determined in a solution or 
a soluble silicate, add an excess of hydrochloric acid to 
the solution, or the very finely powdered solid, and 
evaporate the mixture to dryness on the water-bath with 
frequent stirring to break up the lumps. 

If, as is sometimes the case, the solution analyzed con- 
tains organic matter, or ferrous oxide, add a few drops of 
nitric acid towards the close of the evaporation. If a solid 
is being treated, the digestion should be continued, with 
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the addition of fresh quantities of acid if necessary, until no 
gritty particles can be felt under the end of the stirring 
rod. Heat the residue to a temperature somewhat above 
100°, in an air-bath, made by suspending the dish on wires 
inside of an iron dish, so that there shall be a space of 
about 12 mm. between the two at all points; when the 
whole is completely dry and no more acid fumes escape, 
moisten the residue with concentrated hydrochloric acid, 
let it stand half an hour, add water, and digest the mix- 
ture awhile, wash the insoluble residue two or three times 
by decantation, wash well on the filter, dry, and ignite. 
The residue is generally pure silicic acid. 

All the bases with which the silica was combined can 
_be determined in the filtrate from it. 

2. Sometimes this residue is mixed with sand which it 
may be desired to estimate. 

In this case collect the mixture on a dried and weighed 
filter, dry it at 100° C., and weigh it; then separate it 
from the filter as completely as possible without tearing 
the latter, and boil it with several portions of a concen- 
trated solution of sodic carbonate, or with sodic carbonate 
to which about *|, of sodic hydrate has been added, or 
with sodic hydrate alone; dilute each portion of the 
liquid if it contained much free alkali, let it cool, and 
throw it on the same filter from which the mixture of 
silica and sand was taken; finally, transfer the insoluble 
sand to the same filter, wash it well, dry, and ignite, If 
the extraction of the silica was performed in a silver dish, 
the amount taken into solution by the alkaline liquids 
may be estimated also; for this purpose, evaporate all the 
filtrates and washings to dryness, after having added an 
excess of hydrochloric acid, and determine the silica as 
In a. 

3. Sometimes, in agricultural analyses, this residue con- 
tains, besides silica and sand, free carbon, or coal. In 
this case, dry the whole at 100° and weigh it, separate it 
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from the filter as above, treat it with the alkaline solu- 
tions also in the same manner, cullect the residue that is 
insoluble in the alkali on a dried and weighed filter, dry 
and weigh it, and finally ignite and weigh again. The 
first of the three weighings gives the total amount of 
silica, sand, and coal, the second the sand and coal, and 
the third the sand alone. 


b. If the silicate is insoluble in water or acids, pulverize 
it until an impalpable powder is obtained, mix a weighed 
quantity of it, in a platinum crucible, with four parts of 
finely powdered potassic sodic carbonate, as intimately as 
possible by stirring with a glass rod; wipe the glass rod 
with a little more of the carbonate on a slip of glazed 
paper, and transfer this from the paper to the crucible ; 
the latter should not, with all its contents, be more than 
two-thirds filled. Cover it well and heat at first moder- 
ately over a blast-lamp, or, after imbedding it in calcined 
magnesia in a Hessian crucible, in a furnace; carry the 
heat gradually to an intense red; after about 20 minutes 
the mass will have ceased to boil and bubble, and the 
operation is finished. Put the crucible, when cold, into a 
beaker with considerable water, and add hydrochloric 
acid gradually, as directed for the solution of carbonates, 
§ 86; when the mass is entirely loosened from the cruci- 
ble, take the latter out, rinse it carefully into the beaker, 
transfer the contents of the beaker to a platinum or a 
porcelain dish, evaporate to dryness, and eliminate silicic 
acid, as in a. 


ce. Of course potassium and sodium cannot be deter- 
mined in the filtrate from the silica in 6, since both metals 
have been added to the substance in a large and undeter- 
mined quantity. : 


For the determination of these elements the silicate 
must be decomposed with the aid of hydrofluoric acid or 
a fluoride, 
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1. Decomposition with hydrofluoric acid.—Provide a 
leaden cup about 16 cm. in diameter and 16 cm. deep 
with a close-fitting cover, with projections on the sides 
about 8 cm. from the bottom, supporting a perforated 
shelf, and with a shallow tray in the bottom about 12 cm. 
in diameter and 3 cm. deep, all made of lead; spread a 
layer of finely powdered fluor spar about 12 mm. deep, 
over the bottom of the tray in the cup, and mix it with 
enough concentrated sulphuric acid to make a thin paste; 
put the shelf in its place and on the shelf a shallow plat- 
inum dish, such as a crucible cover, containing 1-2 grms. 
of the very finely pulverized and carefully weighed sub- 
stance, spread over the surface of the dish in as thin a 
layer as possible and moistened with sulphuric acid; 
put the cover on the cup, and set it in a warm place 
where the temperature is about 60° or 70° C., and lift 
the cover a few times in the course of the digestion ; 
the evolution of the hydrofluoric acid should be main- 
tained all the time. After 48 hours take the substance 
out, expel most of the sulphuric acid by heat, boil the 
residue with dilute hydrochloric acid, and, if anything 
remains undissolved, treat this residue with hydrofluoric 
acid in the same manner as above described. The 
alkaline metals can be determined in this solution by 
hydrochloric acid. 

2. Decomposition by ammonic fiuoride.—This method 
is considered by many to be easier of execution and more 
certain in its results than the other. Mix the very finely 
pulverized silicate with 4-5 times its weight of ammonic 
fluoride in a platinum dish, moisten the mixture thorough- 
ly with concentrated sulphuric acid, and heat the whole 
on the water-bath in a place where the fumes of hydro- 
fluoric acid will be carried off speedily; after a time, 
when the evolution of acid fumes has ceased, moisten the 
residue again with sulphuric acid, and heat it, directly 
over the lamp at last, until it is completely dry and all 
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the sulphuric acid is expelled; digest the residue with 
hydrochloric acid; it should be dissolved completely, 
although, if calcium is present, considerable time may be 
required. If the solution is not complete, the insoluble 
part should be treated again with ammonic fluoride. 


SULPHURIC ACID. H,S0O,. 


59, The sulphates of lead, barium, and calcium, are in- 
soluble, or difficultly soluble, in water and dilute acids; 
the last of the three is much the most soluble. 

Reactions.—Sulphuric acid and solutions of sulphates 
give a finely pulverulent precipitate, BaSO,, with baric 
chloride, insoluble in water or dilute acids; the reaction 
is very delicate. 

Quantitative estimation.—This acid is always de- 
termined as baric sulphate, BaSO,. Heat the slightly 
acid solution nearly to boiling, and add a hot solution 
of baric chloride as long as a precipitate is formed ; 
let the mixture stand until the precipitate settles, and 
wash the latter by decantation, until the washings 
give no reaction for barium with sulphuric acid; then 
pour 40 or 50 cc. of the solution of cupric acetate 
(§ 9) over the precipitate in the beaker, add some water 
and so much acetic acid that, after digestion for 10 
or 15 minutes at a temperature very near to boiling, no 
basic cupric salt separates from the solution; if any does 
appear, dissolve it by adding more acetic acid; stir the 
mixture constantly during the digestion. Filter, wash 
the precipitate with hot water, and, if the filter is still 
colored blue, moisten it with a little dilute hydrochloric 
acid and wash with more water, until the washings give 
no reaction for copper with potassic ferrocyanide. Ienite 
the precipitate and filter separately. The residue con- 
tains 34.31°|, of sulphuric anhydride, SO,, or 13.73°|, of 
sulphur. 
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Unless the precipitated baric sulphate is washed, as 

above directed, with a solution of cupric acetate, the re- 

sult of the analysis may be very unreliable, particularly 

if notable quantities of nitrates or alkaline salts were 
present. 


CARBONIC ACID OR ANHYDRIDE. CO, 44. 


60. Carbonates of all except the alkaline metals are 
insoluble, or sparingly soluble in water; all carbonates, 
without exception, are dissolved by dilute acids, with the 
expulsion of carbonic anhydride, CO,,. 

Reaction.— When dilute nitric or hydrochloric acid is 
added to a carbonate, whether a solid or in solution, the 
anhydride is expelled with effervescence, and if a drop 
of lime-water, suspended on the end of a glass rod, is 
held in the tube just above the liquid, it is made turbid 
by the formation of insoluble calcic carbonate. 


Quantitative estimation.—Carbonic acid is usually 
estimated by the loss of weight suffered by the carbonate 
on treating it with a stronger acid, or by collecting and 
weighing the expelled anhydride itself. 

a. For the first method a convenient form of an ap- 
paratus is represented in the adjoining figure. 

The carbonate is weighed in the flask A and water is 
added. B is nearly filled with 
nitric acid; C contains fused calcic 
chloride to absorb the moisture 
from the carbonic acid as it passes 
out, and so retain it in the appara- 
tus. The apparatus being put to- 
gether, with water enough in the 
flask A to cover the mouth of the 
tube leading from B, close the 
mouth of the tube at e with the finger, and suck a 
very small quantity of air out at d,; on letting air in 
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again at d, the water will rise iu the tube leading from 
A to B, and, if the apparatus is tight, will remain at a 
stationary level above that of the water outside of the 
tube. Now, weigh the whole apparatus, apply suction at 
d to cause a little nitric acid to flow over into A from 
time to time, and in this manner keep up a slow evolution 
of carbonic acid; when all the carbonate is decomposed, 
and all the nitric acid transferred to the flask, apply a 
little heat to the latter; then, by suction at d, draw air 
through the apparatus as long as any acid taste is per- 
ceived in the gas, let the apparatus cool, and weigh it. 
The air should be caused to pass through a calcic chloride 
tube before it goes into the apparatus, in order to dry it 
thoroughly. 

The loss of weight suffered by the whole apparatus 
equals the carbonic anhydride, CO,,. 

This method, otherwise very convenient, is, according 
to Prof. 8. W. Johnson, (American Journal of Science 
and Arts, Second Series, 48, 111) liable to the objection, 
that in freeing the apparatus completely from carbonic 
acid, some vapor of water escapes the desiccating materi- 
al. He therefore proposes to fill the apparatus with car- 
bonic acid gas before weighing it, and then to weigh it 
again as soon as the decomposition of the carbonate is 
completed ; it is essential only, that the substance under 
examination dissolve freely in cold acid, and that the 
analysis and weighings be conducted in an apartment not 
liable to changes of temperature. 

His apparatus may be closely imitated by substituting 
for the acid reservoir in the above figure, another one 
consisting of a bulb of sufficient size blown on a tube of 
which one end, that passes just through the cork in the 
flask, has an internal diameter of 7 mm., is cut off oblique- 
ly, and bent so that, on inclining the whole apparatus 
when put together, the acid can be made to flow from the 
bulb into the flask; the other end of this tube is turned 
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upwards. Short pieces of thick-walled rubber tubing that 
will fit snugly on the outer termination of the calcic chlo- 
ride tube and the acid reservoir, at d and e¢, are slipped 
over them, and these rubber tubes are then provided with 
well-fitting stoppers of glass rod; all these joints must 
be air-tight. 

The carbonate is weighed as usual in the flask, A, bet- 
ter in the form of smali fragments than of a powder, the 
acid reservoir is nearly filled with hydrochloric acid 
(Sp. Gr. = 1.1), the apparatus is put together, and, after 
the glass-rod stoppers are removed, it is connected with a 
generator of carbonic acid, and a rather rapid current of 
washed gas is passed through for about 15 minutes, or 
until the acid in the reservoir is saturated, and the air 
displaced in the flask; then stop the opening at d, discon- 
nect the apparatus from the generator, and close the open- 
ing at e, with care in this and all subsequent operations to 
handle the apparatus so as not to change its temperature. 

Weigh it immediately, loosen the stopper at d, and in- 
cline the whole so that the acid will flow over, little by 
little, and produce a slow decomposition of the carbonate. 
Close @ again when the decomposition is ended, let the 
apparatus stand about 15 minutes, to be sure that it is 
cool, pass well-dried carbonic acid gas in again for about 
a minute, in the same manner as at first, and finally weigh 
it after closing d and e. 

6. For the second method the following form of ap- 
paratus is highly recommended by Fresenius. 

In the apparatus represented by this figure e contains 
soda lime or caustic potash in pieces, @ is a flask of about 
300 c.c. capacity, the arm f of the first U tube is filled 
with fused calcic chloride, and the arm,/” with pumice-stone 
that has been soaked in a concentrated solution of cupric 
sulphate, dried, and gently ignited so as to drive out the 
water of crystallization of the salt; g contains pieces of 
glass, 6 to 10 drops of concentrated sulphuric acid in the 

Ae 
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bottom and plugs of asbestos in the upper parts of both 
arms; / is ‘|, filled with about 20 grms. of coarse grained 
soda lime, and the remaining ‘|, at /’ is filled with coarse-. 


Fig. 3. 


ly pulverized calcic chloride; the arm & of the last U 
tube contains calcic chloride, and the arm k’ soda lime. 

The carbonic acid evolved in a is deprived of its water 
and hydrochloric acid in ff” ; g enables the operator to 
observe the rapidity of the flow of the gas, while the acid 
is absorbed and weighed in g and AA’; the contents of 
kk’ prevent carbonic acid and water from reaching the U 
tube, hh’, from the atmosphere. 

Weigh out the substance in a, add water, weigh g and | 
hh’ together, connect the various parts of the apparatus | 
with each other, and the little funnel d with J, and put a 
few drops of mercury in at d so as to close the tube at 7. 

Pour the usual quantity of dilute nitric or hydrochloric 
acid in at d, and, by suction at J, cause a little of the acid to 
flow over into the flask ; regulate the flow of the gas by 
slowly transferring fresh quantities of acid from 6 to a, 
and applying a gentle heat to the contents of the flask. 

When the carbonate is completely decomposed, fill d 
several times with hot water and transfer the same to a; 
then, substitute the calcic chloride tube e for the funnel d, 
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bring the contents of the flask to a gentle boiling, and 
continue the application of the heat until the bulb on f 
becomes hot; draw about 1800 c¢.c. of air through the 
apparatus, by means of an aspirator connected with J, 
then immediately separate a from jf, and weigh g and hh’ 
again when they have become cold. The increase in 
weight gives the carbonic anhydride. 

The tube g can be used several times if it is carefully 
closed when not in use. If the tube hh’ is used a second 
time, it will be safer to connect another with it on the 
outside, filled in the same way; if this second tube does 
not gain in weight, the first one may be used a third time, 
with the same precaution ; if it does gain notably, use it 
alone in the third analysis, and re-fill Ah’. 


c. It often happens that carbonic acid and chlorine are 
to be estimated in the same substance; in this case, after 
making the determination of the acid by either of the 
above methods, using, of course, pure nitric acid to set it 
free, filter the contents of the flask if not perfectly clear, 
and precipitate the chlorine in the filtrate and washings 
with argentic nitrate. 


PHOSPHORIC ACID. H;PO,. 98. 


61, All phosphates except those of the alkaline metals 
are insoluble in water, but all are soluble in acids. 


Reactions.—When a solution of a phosphate is added 
to one of magnesia containing an ammoniacal salt and 
an excess of ammonia, a white flocculent precipitate, 
MgNH,PO,, is produced, which, after standing for a 
time in a warm place, becomes more granular and crys- 
talline ; in very dilute solutions the precipitate does not 
appear until after long standing, and is then crystalline, 
and adheres to the sides of the tube in the same manner 
as described under magnesium. 
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When avery small quantity of -a solution of a phos- 
phate is added to a considerable quantity of a solution of 
ammonic molybdate, containing an excess of nitric acid, 
a lemon-yellow, pulverulent precipitate is formed, at once 
or after long standing; a portion of the precipitate ad- 
heres strongly to the sides of the tube. This precipitate 
is soluble in a solution of a phosphate and in ammonia, 
but is insoluble in dilute nitric acid in the presence of 
excess of the molybdate. The reaction is exceedingly 
delicate. 

Quantitative estimation.—c. In cases where the acid 
is free or combined with an alkaline metal only, the deter- 
mination of it may be made as magnesic phosphate, 
Mg,P,0.. 

Neutralize a quantity of the solution of the substance 
containing not more than 0.2 grm. of the acid with am- 
monia, if it is acid, and add magnesia mixture (§ 18, 8) 
as long as a precipitate is formed; 12-15 ¢.c. of the re- 
agent will be required for 0.2 grm.of P,O,; then add 
diluted ammonic hydrate containing one part of ammonia- 
water of 0.96 Sp. Gr. and three of water, until the vol- 
ume of the mixture is about 110 ¢.c., and proceed further 
as directed for the treatment of the same precipitate un- 
der magnesium (§ 50,a). It contains 63.96°|, of phos- 
phoric anhydride, P,O.. 

If in any case the precipitate has a somewhat suspi- 
cious flocculent appearance, and does not become erystal- 
line after long digestion, it had better be dissolved in 
dilute hydrochloric acid on the filter; evaporate the solu- 
tion to dryness on the water-bath, treat the residue with 
dilute hydrochloric acid, and precipitate the phosphoric 
acid again with magnesia mixture as before. Neverthe- 
less it is best to avoid the necessity of this re-solution and 
re-precipitation if possible, by careful attention to the di- 
rections for removing silicic acid and other substances 
from the solution at the proper time and in the proper 
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place; according to Kubel ( Versuchs Stationen, 10, 123) 
there is a loss of magnesia when the precipitated phos- 
phate is dissolved and re-precipitated. 

6. In the presence of alkaline earths, alumina, ferric 
oxide, and manganous oxide, phosphoric acid is best de- 
termined indirectly, by precipitation as ammonic phospho- 
molybdate. If silica is present, it must first be removed 
by evaporation to dryness in the usual manner (§ 58, a, 1). 

To the solution, free from silicic acid, add the solution 
of ammonic molybdate containing an excess of nitric 
acid, whose preparation is described in § 38, 7, and 
which, if made as there directed, contains 5°|, of molyb- 
dic acid, in such a quantity that the amount of molybdic 
acid added shall be from 40 to 60 times as great as that 
of the phosphoric acid supposed to be in the solution ; 
since the molybdic acid must be so largely in excess, it is 
well to take a quantity of the solution of phosphate that 
contains not over 0.1 grm. of the acid, and the solution 
should be tolerably concentrated. Digest the mixture 
from 12 to 24 hours at a temperature of about 40° C.; then 
take out a small sample of the clear liquid with a pipette, 
mix it in a test-tube with its volume of ammonic molyb- 
date, and heat the mixture gently for an hour or more. 
If more of the precipitate appears, rinse the test-tube into 
the beaker again, add more ammonic molybdate, digest 
12 hours longer, and repeat the test. Not until the mix- 
ture remains perfectly clear in this test may the precipita- 
tion be considered as finished. 

Collect the precipitate on a small filter, rinse the beaker 
out with portions of the filtrate, and wash the contents 
of the filter with a mixture of 100 parts of the solution of 
ammonic molybdate, 20 parts of nitric acid (Sp. Gr. = 1.2), 
and 80 parts of water (/ires. Zeitschrift 6, 405), until, in 
case lime was present, the filtrate gives no turbidity in 
strong alcohol to which sulphuric acid has been added. 
Dissolve the precipitate in the smallest quantity of am- 
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monia (Sp. Gr. = 0.96), wash out the filter with a mix- 
ture of 8 parts of water and 1 of ammonia, and wash off 
what remains adhering to the walls of the beaker, in 
which the phospho-molybdate was precipitated, with a 
little of the same ammonia water, or clse collect this so- 
lution of the whole precipitate in that beaker; add di- 
lute hydrochloric acid to the strong ammoniacal solution, 
until the yellow precipitate, that appears with each drop 
of the acid added, begins to dissolve again with some dit 
ficulty, showing that the ammonia is nearly neutralized, 
then add the magnesia mixture as long as a precipitate is 
produced, and the proper amount of the diluted ammonia, 
and proceed as in a. 

Latschinow (Lres. Zeitschrift 7, 215) asserts that this 
precipitate of ammonio-magnesic phosphate must be fused 
with potassic sodic carbonate, the fused mass extracted 
with water, and this solution precipitated again with the 
macnesia mixture in the usual manner, after addition of a 
little citric acid. 

c. In the absence of at least all but small quantities of 
iron and aluminium, phosphoric acid may be determined 
with sufficient accuracy for industrial purposes by a volu- 
metric method that depends upon the following reactions. 
First, when a solution of uranic salt is added to one of a 
phosphate containing no other free acid than acetic, the 
uranic oxide is immediately precipitated in combination 
with phosphoric acid. Second, a solution containing the 
least traces of urani¢ oxide gives a brown precipitate with 
potassic ferrocyanide. 

Preparation of the standard solutions. 

1, Dissolve 12.6056 grms. of pure crystallized hydric 
disodic phosphate, that does not show the least signs of | 
efflorescence, and has been thoroughly dried in powder 
by pressure between folds of bibulous paper, in about 300 
c.c. of water, and, when the temperature of the solution 
is 15° C., make the volume up to exactly 500 ¢.c. with dis- 
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tilled water. One cubic centimetre of such a solution con- 
tains 0.005 grm. of phosphoric anhydride, P,O.. 

2. Dissolve 100 grms. of sodic acetate in 900 c.c. of 
water, and add 100 ¢.c. of concentrated acetic acid. 

3. Dissolve about 33 grms. cf uranic acetate in about 
1 litre of water, and proceed to titrate this solution with 
reference to the standard solution of phosphate so that 1 
cubic centimetre of it shall exactly precipitate 0.005 grm. 
of phosphoric anhydride, as follows. 

Put 25 ¢.c. of the standard phosphatic solution in a 
small flask, add 5 c¢.c. of the solution of sodic acetate, 
heat to about 50° C., add 5 or 10 ¢.c. of the uranic solution 
from a burette or graduated pipette, heat to boiling, and 
let the mixture stand a few minutes; the precipitate wiil 
settle quickly, and a drop of the clear supernatant liquid 
can be taken out on the end of a small glass rod, and 
tested with the solution of potassic ferrocyanide for ex- 
cess of uranic oxide; this test is best made by letting the 
drop fall gently in the middle of a small shallow pool of 
the solution of ferrocyanide, on a white porcelain plate, 
when the slightest excess of the uranic oxide in the solu- 
tion will be manifested by the formation of a brown zone 
where the two liquids come in contact; the color soon 
spreads throughout the entire liquid. If no color appears, 
add 5 c.c. more of the uranic solution, boil again, let set- 
tle, and test a drop of the supernatant liquid in another 
little pool of the ferrocyanide, and so proceed until a 
brown color is produced in the test drop. Suppose that 
this brown color was obtained after adding 20 c.c. of the 
uranic solution, but not after adding 15; repeat the trial 
now with a fresh quantity of the standard phosphatic so- 
lution, adding 16 ¢.c. of the uranic solution at once, be- 
fore making the test, and repeating the test after each 
addition of a cubic centimetre at atime. If, in this trial, 
we find that a brown color is obtained with 17 cc. but 
not with 16, we may make a third trial with another por- 
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tion of the standard phosphatic solution, and locate the. 
point of saturation more accurately between 16 and 17 
cubic centimetres, beginning with 16.1 c.c. and so on, 

If we find, finally, that 25 cc. of the standard phos- 
phatie solution requires 16.5 ¢.c. of the uranic solution for 
the complete precipitation of the phosphoric acid, then, 
evidently, to every 16.5 c.c. of the former, 8.5 c.c. of pure 
water must be added, in order to make a standard uranic 
solution, each cubic centimetre of which shall be exactly 
equivalent to 0.005 grm. of phosphoric anhydride. 

The respective quantities of uranic solution and water 
being carefully measured out and mixed, for making half 
a litre or a litre of the standard solution, this solution 
should be tested, in order to be sure of its value with 
respect to phosphoric acid. Dilute 5 ¢.c. of the standar 1 
phosphatic solution, add 1-2 cc. of sodic acetate, and 
then add the uranic solution from a burette graduated into 
‘|,, Cubic centimetres ; exactly 5 c.c., not a tenth more or 
less, should be required before the reaction with the ferro- 
cyanide is given. 

The method of determining phosphoric acid volumet- 
rically, with the aid of this standard uranic solution, is 
the same as that just described for the determination of 
the strength of this solution as originally prepared. The 
amount of phosphoric anhydride in the quantity of the 
solution taken is then given, by the product of 0.005 
into the number of cubic centimetres of standard uranic 
solution required to precipitate the acid. 


NITRIC ACID « HNOg 63. 


62, All nitrates are soluble in water. 


Reactions.—If a nitrate is heated with concentrated 
sulphuric acid and copper turnings, red fumes of nitric 
peroxide, NO,, become visible in the upper part of the 
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tube, particularly if it is held over white paper and looked 
through lengthwise. 

If a nitrate is mixed in a test-tube with strong sul- 
phuric acid and the mixture is allowed to cool, and a con- 
centrated solution of ammonio-ferrous sulphate is then 
poured slowly down the sides of the tube so as to float 
on the surface of the liquid in it, a colored ring is formed, 
the tint of which may range from a rose color to a dark 
brown, according as little or much nitric acid is present. 

If a solution of a nitrate is poured into a test-tube con- 
taining 2-3 grms. of a mixture of clean iron filings and 
granulated zine, or of sodium amalgam, and 5-6 c.c. of a 
strong solution of potash or soda are added, and the mix- 
ture is heated to boiling, ammonia is set free ; 1ts presence 
in the tube may be detected by moistened turmeric-paper, 
or by holding in the tube a drop of Nessler’s solution, 
suspended on the end of a glass rod; this solution will be 
colored reddish-brown. 

A delicate test for nitric acid in rain-water consists In 
acidifying 100 ¢.c. of the water with 2 or 3 drops of con- 
centrated sulphuric acid, adding 2 or 38 pieces of pure 
zinc, and, immediately, a freshly prepared mixture of 
potassic iodide with a little boiled starch paste ; the pres- 
ence of nitric acid is indicated by a blue color. The re- 
agents used should be tested by mixing them together 
without the water. 

If the water contained nitrous acid, it will give a blue 
color with potassic iodide and starch paste alone. 

Quantitative estimation.—a. Of the numerous meth- 
ods of determining nitric acid, that of Schléssing has 
proved the most satisfactory in all cases. Friihling and 
Grouven have simplified Schléssing’s apparatus somewhat. 
(Die landwirthschaftlichen Versuchs-Stationen, 9, 13.) 

The dissolved nitrate is introduced into the flask A, of 
about 400 cc. capacity, whose mouth can be perfectly 
closed by a rubber cork, through which passes a glass 
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tube, a ; the rubber tube bc should be about 8 em. long, 
and have a clamp on it; d is another narrow caoutchoue 
tube, 15 cm. long. The neck of the jar B is ground on 
the outside so that’ a rubber tube slipped over it will 
more readily make a tight joint; a small glass tube, g, 
is connected with the jar by the stop-cock & and rubber 
tubing ; another glass tube, 7, bent at an obtuse angle, and 
reaching above the level of the stop-cock 4, is fastened im 
the tubulure m of the jar by a good cork. This last- 
mentioned tube being in place, open the stop-cock 4, pour 
a little boiled 
water into the jar 
through the tube 
7, and then pour 
in mercury until 
it rises to the 
lower rim of the 
rubber tube 7 on 
the neck of the 
jar; close the 
stop-cock, put the 
jar in the mercury 
trough so that 
the mercury rises 
above the tubulure, and remove the glass tube 7 and 
the cork; now, by means of a pipette, the lower end of 
which is bent so that it can be inserted in the tubulure, 
introduce 50 c.c. of well-boiled milk of lime, and then 
cover the mercury in the trough with water to the depth 
of about 3 cm. | 

The solution of the nitrate in A, which must be neutral 
or alkaline, is boiled down to a small volume, while the 
open end of @ is immersed in water; when the bubbles of 
gas escaping from A are completely condensed in passing 
through the water, showing that all the air has been ex- 
pelled from the liquid in A, close the clamp on 6c, and 
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dip d in a glass containing a solution of ferrous chloride 
in hydrochioris acid, remove the lamp from A, and open 
the clamp just enough to allow this solution to flow into 
the flask rather rapidly; when about 200 c.c. of the fer- 
rous solution have passed in, replace this solution by dilute 
hydrochloric acid, and allow three or four portions of this 
to flow in also, and thus wash all the ferrous salt out of the 
tube; finally rinse the tube into the flask with a little dis- 
tilled water. Now, close the clamp on bc, and, without 
allowing any air to enter the tube, insert d in the tubulure 
of the jar B, replace the lamp under A, immediately open 
the clamp on dc, while holding the rubber tube tightly 
compressed between the fingers until a pressure is felt 
from within; then remove the fingers and allow the nitric 
oxide gas that is generated in the flask to pass into the 
receiver B. The reaction is generally terminated in about 
8 minutes; so long as nitric oxide is escaping it bubbles 
up through the milk of lime in B, but as soon as nothing 
but water and hydrochloric acid pass over, both are 
absorbed by the milk of lime, and the bubbling of the gas 
through it ceases. 

If the receiver B is filled with gas before all the nitric 
acid in A is decomposed, close the clamp on dc, remove 
the lamp immediately from under A, take the rubber tube 
d@ out of the tubulure and let it lie in the water over the 
mercury, while the receiver is emptied in the manner de- 
scribed below; then fill the receiver again with mercury 
and milk of lime as directed above, insert @ in the tubu- 
lure again, apply heat to A while the tube dc is closed 
with the fingers only, and proceed as before, until the de- 
composition of the nitric acid is finished. 

When the evolution of gas finally ceases, close be, re- 
move d@ from the tubulure, and proceed to empty the gas 
from b. To this end, mount another flask, C, in the same 
manner as A was arranged, put about 100 c.c. of distilled 
water in it, attach a rubber tube about 12 cm. long to the 
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glass tube that passes through the well-fitting rubber cork 
in the mouth of the flask, and put a clamp, y, on the end 
of the tube. Fasten this clamp open and boil the water 
in C until the air is completely expelled from the flask, 
and, while steam is still escaping from the end of the rub- 
ber tube, slip it over the glass tube g on the receiver, and 
at the same moment open the stop-cock & ; the aqueous 
vapor, from the water that continues to boil in the flask, 
condenses at first in the neck of the receiver and washes 
the milk of lime out of the upper part of it and out of 
the glass tube; if any milk of lime is carried into C in 
the operation that follows, the analysis is worthless. 
Now, remove the lamp from C, and a current starts in 
the opposite direction, which carries the nitric oxide into 
C; the rapidity of the flow can be regulated by compress- 
ing the rubber tube between the fingers ;\ as soon as the 
milk of lime in the receiver has reached the rim of the 
rubber tube /, close the stop-cock & and conduct 20 or 30 
c.c, of pure hydrogen into the receiver, open the stop-cock 
and allow this gas to flow into C; repeat this two or three 
times, thus carrying the last traces of nitric oxide from 
Bto C. Now, close & again and also the clamp y near 
this end of the tube, connect the rubber tube with a 
small gasometer containing oxygen, open the cock of the 
gasometer and the clamp y again, and oxygen will pass 
into C and convert the nitric oxide into nitric acid ; when 
all the oxygen has passed into the flask that will, close 
the gasometer cock, disconnect the rubber tube from it, 
and, after about 15 minutes, determine the nitric acid in 
the liquid in C by means of the *|,, standard solution of 
soda; each cubic centimetre of the sodic solution, con- 
taining *|,, of an equivalent of sodic oxide (Na,O), will 
combine with ‘|, of an equivalent of nitric anhydride 
N,0,, expressed in milligrammes = 5.4 mgr. or 0.0054 orm. 
6. Nitric acid may be very conveniently estimated in 
nitrates, as, for example, when it is desired to test the 
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purity of nitre or of Chili saltpetre, by its expulsion at a 
high temperature by another acid, as silicic or chromic, 
that is not volatile at such a temperature. 

Fuse a quantity of the salt, free from carbonic acid, 
ammonic salts, or organic matter, at the lowest possible 
temperature, pour it on a warm porcelain plate, pulverize 
the cake, and dry the powder thoroughly; then put 2-3 
grms. of finely powdered quartz in a platinum crucible, 
and ignite it strongly; add to this about 0.5 grm., care- 
fully weighed, of the nitrate prepared as above directed, 
mix the two substances carefully with a dry glass rod, 
wipe off the rod with a little more of the quartz powder, 
and weigh the whole; ignite the well-covered crucible 
with its contents, for half an hour, at a barely visible red 
heat, weigh, and count the loss as nitric anhydride. Sul- 
phates or chlorides are not decomposed under these cir- 
cumstances, but, if carbonates are present, they must be 
removed by previous treatment of the salt with hydro- 
chloric acid in slightest possible excess, and evaporation 
to dryness on the water-bath. 


ce. A very convenient method for determining nitric 
acid in nitrates is given by C. Noellner. (Fires. Zeitschrift 
6, 875). It depends upon the solubility of ammonic nitrate 
in absolute alcohol, and the insolubility of other salts of 
the alkalies and alkaline earths. 

Heat a quantity of the salt containing not more than 
0.2 grm. of the nitre with a small quantity of a solution of 
ammonic sulphate; ammonic nitrate is formed, and this 
remains in solution while all other salts are precipitated, 
when absolute alcohol is added to the liquid ; let the mix- 
ture stand a few minutes, filter it, wash the precipitate, 
add an alcoholic solution of potassa to the filtrate, collect 
_ the precipitated potassic nitrate on a dried and weighed 
filter, wash it with alcohol, dry it at 100°, and weigh it. 


94. 63. BASES AND ACIDS WITH REAGENTS. 
HYDROCHLORIC ACID. HCl. 36.5. 


63. Chlorides of all the metals in the list in § 48 are 
soluble in water. Plumbic chloride is sparingly soluble 
in cold water but readily soluble in hot. 

Reaction.—When argentic nitrate is added toa solu- 
tion containing a chloride or hydrochloric acid, a white 
precipitate is produced, AgCl, which, if at all abundant, 
is collected together in curdy flakes on violently agitating 
the mixture. This precipitate 1s blackened on exposure 
to the light, 1s insoluble in dilute nitric acid, but is solu- 
ble in ammonia; from this solution it is re-precipitated 
unchanged, on addition of nitric acid in excess. It can 
be fused without decomposition. In contact with metal- 
lic zine in the presence of sulphuric acid, it is decomposed, 
metallic silver being set free. 

Quantitative estimation.—Hydrochloric acid or chlo- 
rine is most easily and accurately determined by precipi- 
tation as argentic chloride, and the estimation may be 
made either by a gravimetric or a volumetric process. 

a. Gravimetric Process—Add the solution of argentic 
nitrate, containing a slight excess of nitric acid, to the so- 
lution of the chloride, heat the mixture and stir or shake 
it vigorously to cause the precipitate to settle more read- 
ily, let it stand until the supernatant liquid is quite clear, 
decant the liquid through a small filter, agitate the pre- 
cipitate with hot water, transfer it to the filter with the 
aid of a little water acidulated with nitric acid, wash it 
at first with the same acidulated water and afterwards 
with pure water, until the washings give no turbidity 
with ammonic chloride. 

Dry the filter and its contents, separate the latter from 
the filter as completely as possible, burn the filter on the 
crucible cover, add the ash to the precipitate in the cruci- 
ble, heat the whole some time with a little nitric acid, add 
a little hydrochloric, evaporate carefully to dryness on the 
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water-bath, ignite the residue until it begins to fuse, and 
weigh it. 

When this precipitate of argentic chloride is produced 
in the presence of much organic matter, it, together with 
the ash of the filter, must be fused with 3 or 4 parts of 
pure sodic carbonate, and the fused mass exhausted with 
water, the insoluble residue well washed, and the solu- 
tions and washings re-precipitated with argentic nitrate, 
and the precipitate treated as directed above for washing 
and ignition. 


The precipitate contains 24.74°|, of chlorine. 


6. Volumetric Process.—To prepare the standard solu- 
tion of argentic nitrate, dissolve 18.75-18.8 grms. of 
the pure fused salt in 1100 cc. of distilled water, filter 
the solution if necessary, and mix all parts of it well 
together. 

Weigh out accurately four portions of pure sodic chloride 
of 0.1-0.18 grms. each; the salt should have been pre- 
viously gently ignited, pulverized while warm, and kept 
in a well stoppered bottle until wanted for use. 

Dissolve each portion of the salt in 20-30 c.c. of 
water, and add 2 or 3 drops of a cold saturated solution 
of potassic chromate. Now, allow the solution of argen- 
tic nitrate to flow from a burette, graduated into ‘|,, cc, 
into one of these solutions, slowly and with constant stir- 
ring; each drop as it comes in contact with the liquid 
produces a red precipitate, which, at first, disappears when 
mixed with the rest of the solution, but finally the addi- 
tion of a single drop causes the red color to remain per- 
manent; all the chlorine has united with the silver. 


A solution of argentic nitrate is to be made, one litre 
of which will exactly precipitate the chlorine in '*|,, of 
an equivalent of sodic chloride expressed in grammes, or 
5.85 grms. If the amount of sodic chloride in the solu- 
tion tested in this first experiment was 0.11 grm., and 
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18.% c.c. of argentic nitrate were required, we learn by 
the proportion, 
0.11 : 18.7 = 5.85 ; 994.5, 


how much of the argentic solution that we have made 
would be required for the desired purpose; we must 
therefore add 5.5 c.c. of distilled water to 994.5 c.c. of the 
argentic. solution, to make a litre of a solution that shall 
be exactly equivalent to 5.85 grms. of sodic chloride, or 
3.55 grms. of chlorine; or, since it is more convenient to 
measure out one litre of the solution, and add a small 
quantity of water accurately measured with the pipette, 
we may learn. from the proportion, 


994.5 : 4.5 = 1000: x, 


how much water will be required for one litre. 

Repeat the test made with one portion of the salt with 
two of the remaining three portions, keeping the first at 
hand as a standard of comparison, substitute the mean of 
the quantities of salt taken and of the three correspond- 
ing results in the place of the first and second terms in 
the first proportion given above, and make the standard 
silver solution accordingly ; then, in order to be sure that 
the work has been correctly done, rinse the burette out 
with a little of the solution last prepared, fill up to the 
zero mark with this solution, and make a fourth trial with 
the last weighed portion of the sodic chloride. The num- 
ber of cubic centimetres of the standard solution required, 
multiplied by 0.00585, should give a product exactly equal 
to the amount of salt taken. 

One cubic centimetre of this solution corresponds to 
0.00355 grm. of chlorine. 

The solution in which chlorine is to be determined 
with the aid of this standard solution must not be acid 
in the slightest degree, but should be neutral, or at the 
most very slightly alkaline. If strongly alkaline, it should 
first be neutralized with nitric acid; if acid, with sodic 
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carbonate. Of course, neither of these reagents should 
contain any chlorine. Greater accuracy is secured, more- 
over, by using the same volume of a solution containing 
about the same amount of chlorine as in determining the 
standard of the argentic solution in the beginning—that 
is, about 25 ¢.¢c. containing about 0.15 grm. of chlorine. 


It is well, also, to have on hand an accurately titrated 
solution of sodic chloride, containing exactly 5.85 grms,. 
of sodic chloride in the litre, and which, therefore, is ex- 
actly equivalent, cubic centimetre for cubic centimetre, to 
the argentic solution. Then, if it is feared in any case 
that too much argentic nitrate has been added, a cubic 
centimetre of this solution can be put in, when the red 
coloration will disappear, and argentic nitrate can be add- 
ed again more cautiously ; finally, when the desired result 
is obtained, subtract one from the number of cubic centi- 
metres of argentic solution used. 


HYDROCYANIC ACID HCy. 


64, Cyanides of manganese, zinc, and copper, are in- 
soluble in water. 


Reactions.—Cyanides give a white precipitate, AgCy, 
with argentic nitrate, insoluble in dilute nitric acid, and 
somewhat difficultly soluble in ammonia; when heated, 
it is decomposed, metallic silver being left behind. 


If a cyanide is treated with dilute sulphuric acid ina 
watch-glass, and another watch-glass, with a drop of 
ammonic sulphide charged with excess of sulphur in its 
‘centre, is quickly inverted over the first glass, the hydro- 
cyanic acid evolved from the cyanide is absorbed by the 
ammonic sulphide, and on evaporating the drop in the 
upper glass to dryness at a very gentle heat, ammonic 
sulphocyanate is left, which, if moistened with a drop of 
ferric chloride, gives a deep red color. 

5 
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HYDROFERROCYANIC ACID. HCfy. 


65. Ferrocyanides of iron, zinc, manganese, lead, and 
copper, are insoluble in water; ferrocyanides of iron and 
copper are insoluble in dilute acids. 


Reactions,—F errocyanides give a deep blue precipitate 
of Prussian blue, Fe,Fe,Cy,,, with ferric chloride, which 
is not soluble in dilute hydrochloric acid, but is decom- 
posed by sodic hydrate, the blue color being changed to 
red, 


HYDROSULPHURIC ACID. H.S. 


66. Sulphurets of arsenic, lead, copper, iron, manga- 
nese, and zine, are insoluble in water; the first three are 
insoluble in dilute acids. 


Reactions.—Sulphurets give with argentic nitrate a 
black precipitate, Ag,S, insoluble in dilute nitric acid and 
in ammonia. 

When sulphurets are treated with hydrochloric or sul- 
phuric acid, sulphuretted hydrogen, H,S, is evolved with 
effervescence ; the gas may be recognized by its disagree- 
able odor, and the property of blackening lead-paper. 


HYDRIODIC ACID. HI. 


67, Plumbic iodide is sparingly soluble in cold water, 
but readily soluble in hot ; other iodides are soluble. 

Reactions.—lIodides give a yellow precipitate, Agl, 
with argentic nitrate, which is very sparingly soluble in 
ammonia and in dilute nitric acid. 

If enough potassic dichromate is added to a solution 
of an iodide to give it a pale yellow color, and then a lit- 
tle hydrochloric acid, iodine is set free, which, if it is 
present in notable quantity, gives the solution a darker 
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color; a drop of this solution on starch paper colors it 
blue; the latter reaction is very. delicate. 


HYDROFLUORIC ACID. HF. 


68, Calcic and magnesic fluorides are difficulty soluble 
in water and acids. 


~ Reactions.x—When a fluoride in powder is moistened 
with concentrated sulphuric acid, in a leaden or platinum 
cup, and gently heated, hydrofluoric acid is evolved; if 
the cup is covered with a piece of Bohemian glass that is 
protected with a coating of wax, except along a few lines 
where the wax has been removed with a sharp point, the 
glass will be corroded on these lines, in a few hours at 
the most. If but a small quantity of hydrofluoric acid is 
present, the marks may not be seen until all the wax is 
carefully cleaned off and the glass is breathed upon. 

To be sure that these faint marks are produced by 
traces of hydrofluoric acid in the substance, wipe the 
glass off carefully with water, and see that they can be 
developed again by the breath—and be sure, also, that the 
sulphuric acid used does not contain traces of hydroflu- 
oric acid, as it sometimes does. 

If a silicate is present, this reaction may not take place; 
in this case mix the substance with strong sulphuric acid 
in a watch-glass, heat until the mass is dry, and wash the 
residue off with water. If fluorine was present, the glass 
will be found to be corroded where it came in contact 
with the substance. 


OXALIC ACID. H.C.0,. 90. 


69. Oxalates of barium, calcium, magnesium, iron, 
manganese, zinc, lead, and copper, are sparingly soluble, 
or insoluble, in water, but soluble in dilute acid. 

Reactions.—Oxalates. are decomposed, but not black- 
ened when heated. 
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When an oxalate is heated with plumbic binoxide and 
concentrated sulphuric acid, a brisk effervescence ensues, 
carbonic acid being set free; if a drop of lime-water, on 
the end of a glass rod, is held in the tube above the 
liquid, it is made turbid by precipitation of calcic car- 
bonate. 

A solution of an oxalate in which no free acid except 
acetic is present, gives a fine white precipitate, CaC,O,, 
with calcic sulphate, insoluble in acetic acid. 

Quantitative estimation.—c. Oxalic acid may be ac- 
curately determined by a volumetric process with potassic 
permanganate. 

First make a ’|,, standard solution of oxalic acid, by 
mixing together 10 cc. of the standard acid already 
made and 90 ¢.c. of distilled water. Put 50 c.c. of this 
new standard solution, containing 0.315 grm. of the acid, 
in a beaker, add about 100 c.c. of water and 6 to 8 ¢.c. of 
concentrated sulphuric acid, and heat to about 60° C.; 
put the beaker on a sheet of white paper and add the 
standard solution of permanganate with constant stirring, 
in the same manner as directed for the determination of 
iron (§ 52). When the reaction is completed, make another 
trial with the other 50 ¢.c. of the *|,, standard acid. 

The standard of the permanganic solution with refer- 
ence to oxalic acid being determined, to estimate the acid 
in any substance, whether free or combined, the substance 
must be freed from all other compounds that act in the 
‘same manner on the permanganate, such as ferrous oxide, 
or organic matter; dissolve it in water or hydrochloric 
or sulphuric acid, add 400 to 500 ¢.c. of water for every 
gramme of oxalic acid supposed to be present, and 6 to 8 
c.c. of concentrated sulphuric acid, and proceed to titrate 
with the permanganic solution in the usual way. Let 
m = the amount of permanganate used to oxidize 0.315 
grm. of crystallized oxalic acid, or 0.18 grm. of oxalic an- 
hydride, and m’ the amount required to oxidize the acid 


’ 
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in the quantity of substance taken. Then from the pro- 
portion, 

2 O88" =. mos x 
we may learn how ies oxalic anhydride, C ,0,, Was con- 
tained in the substance analyzed. 

b. Oxalic acid may be estimated in any substance con- 
taining it and free from carbonic acid, by converting it 
into carbonic acid with the aid of manganic oxide and 
concentrated sulphuric acid, and determining this car- 
bonic acid. Weigh the substance in the flask A, Fig. 1, 
§ 60, add about the same weight of manganic oxide free 
from carbonic acid, fill B with concentrated sulphuric 
acid, weigh the whole apparatus, and proceed further as 
in the estimation of carbonic acid with this form of ap- 
paratus (§ 60, @). Each equivalent of oxalic anhydride, 
C,O,, yields two equivalents of carbonic anhydride, CO,,. 


? 


ACETIC ACID. HC.H;O:2. 60. 


70. All acetates are soluble in water. 


Reactions.—Acetates are blackened when quickly heat- 
ed to a high temperature, carbon being set free. | 

If a neutral acetate is mixed with a solution of ferric 
chloride, a deep red liquid is produced; on boiling the 
mixture a red precipitate is formed. 

If an acetate is heated with concentrated sulphuric acid 
and alcohol in about equal volumes, acetic ether is disen- 
gaged, the pleasant aromatic odor of which is best distin- 
guished from that of common ether, which may be 
formed from sulphuric acid and alcohol alone, after the 
liquid has become quite cold. 

Quantitative estimation.—F ree acetic acid may be es- 
timated by a volumetric process, with the aid of the 
standard sodic solution. | . 

Since neutral sodic acetate has a slightly alkaline re- 
action, It is best to ascertain first, the relation between 
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this standard solution and one of acetic acid of known 
strength. or this purpose add a measured quantity of 
the standard sulphuric acid to a solution of sodic acetate, 
but not enough to decompose the whole of the acetate. 
Each cubic centimetre of the sulphuric acid, containing 
0.04 grm., will set free an equivalent quantity of acetic 
anhydride, = 0.051 grm., or of the hydrated acid, 0.06 grm. 

Knowing, then, how much acid has been set free, we can 
titrate the mixture with the standard sodic solution, and 
learn how much acetic acid each cubic centimetre of the 
sodic solution will neutralize. 

Merz recommends the use of a tincture of turmeric as 
a coloring matter that is not affected by neutral sodic ace- 
tate ; the addition of a single drop of the soda solution to 
a solution of sodic acetate colored yellow by this tincture 
produces a brown color, while a drop of acetic acid re- 
stores the yellow color. ( Wagner's Jahresbericht, 13, 498.) 


TARTARIC ACID. H,.C,H,0,. 150. 


@1. Tartrates of barium, calcium, zinc, and copper, are 
difficultly soluble in water. 


Reactions,— W hen tartrates are heated, they are ie 
ened, and an odor of burnt sugar is given AG 

If a solution of free tartaric acid, that is not too dilute, 
is mixed with a solution of potassic acetate, a crystalline 
precipitate, KHC,H,O,, is formed at once, or after some 
time, or after violent agitation, or addition of an equal 
volume of alcohol. If the two solutions are very concen- 
trated, and are stirred in a watch-glass, a deposition of 
crystals marks the track of the rod over the glass. 

Calcic chloride gives a white precipitate, CaC,H,O,, in 
solutions of a neutral tartrate, the formation of which is 
hastened by violent agitation; the presence of ammonic 
chloride only retards the appearance of the precipitate, 


> 
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but does not prevent it. The precipitate is soluble in 
boiling sodic hydrate, but re-precipitation follows on 
cooling. 

With lime-water in large excess, so as to turn red lit- 
mus-paper blue, tartaric acid gives the same white precipi- 
tate. 

With calcic sulphate, tartaric acid in tartrates gives no 
precipitate, thus distinguishing it from oxalic acid. 

With argentic nitrate, neutral tartrates give a precipi- 
tate that is turned black when the mixture is boiled. 

Quantitative estimation,—An approximate determina- 
tion of tartaric acid may be made by adding potassic 
acetate to its moderately concentrated solution, and con- 
siderable alcohol, collecting the precipitate on a weighed 
filter, washing it with alcohol, and drying it at 100° C., 
and weighing. : 

The residue of potassic tartrate, KHC,H,O,, contains 
70.18"|, of tartaric anhydride, C,1,0,. 


CITRIC ACID. H;C,.H;0;. 


-”9, Citrates of barium, calcium, and aluminium, are 
sparingly soluble in water. 


Reactions.— When citric acid is heated, it fuses at first, 
and then carbon is separated with the evolution of pun- 
gent acid fumes. Citrates are blackened when heated. 

Citrates give no precipitate with potassic salts. 

With lime-water in excess, at ordinary temperatures, 
they give a very slight precipitate, which, on boiling, be- 
comes quite abundant, but 1s mostly dissolved when the 
mixture is cooled. 

Calcic chloride gives a precipitate Cx (CO) 2; im 
solutions of neutral citrates, which, if obtained without 
heat, is soluble in ammonic chloride; it is re-precipitated 
from this solution on boiling, and is not then soluble in 
ammonic chloride ; it is insoluble in potassic hydrate. 
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MALIC ACID. H,.C,H,0;. 194. 


73. Malate of lead is difficultly soluble in water 


Reactions.— When malic acid is heated, it froths, pun- 
gent acid vapors being set free, and crystals of maleic and © 
fumaric acids are condensed in the colder parts of the 
tube. 

Malates give no precipitate with potassic salts, nor 
with calcic hydrate or sulphate, even on boiling. 

With calcic chloride no precipitate is formed unless the 
solution is concentrated and the mixture is boiled; if this 
precipitate, CaC,H,O,,2H,O, is dissolved in a very little 
hydrochloric acid, ammonia added, and the mixture boiled, 
the calcre malate is re-precipitated ; but if it is dissolved 
in considerable acid, no precipitate is formed on adding 
ammonia and boiling; alcohol will precipitate the salt 
from this solution. 


Quantitative estimation,—An approximate determina- 
tion of malic acid may be made by adding calcic hydrate 
In excess to its highly concentrated solution, free from 
citric, tartaric, or sulphuric acid, and then adding consid- 
erable alcohol, collecting the precipitate on a dried and 
weighed filter, washing with alcohol, drying at 100° C., 
and weighing. 

The residue contains 67.44°|, of malic anhydride, 
CHO. 


LACTIC ACID. HC3H;03. 90. 


74, All lactates are soluble in water ; only zincic lactate 
is somewhat difficultly soluble in cold water. 

Reactions,—Lactates are blackened when heated. 

If a liquid containing free lactic acid is boiled with zin- 
cic oxide or carbonate, the filtered solution will deposit a 
erystalline crust on its surface, or acicular crystals, on 
cooling. 
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Quantitative estimation.—This acid in the free state 
may be determined by a volumetric process, the same as 
for the determination of acetic acid. The solution, free 
from acetic or other free acid except lactic acid, is titrated 
with the standard sodic solution. Each cubic centimetre 
of sodic solution required corresponds to 0.81 grm. of the 
anhydrous acid, C,H_,,O.. 

To remove acetic acid as well as carbonic from the so- 
jution, before estimating the lactic acid, evaporate a por- 
tion of the liquid in the water-bath with the addition of 
pure quartz sand and with constant stirring towards the 
end of the operation; continue to heat the dry residue 
until no more acid odor is given off, then treat it with 
water, filter, and wash the sand on the filter as long as the 
washings are acid, and determine lactic acid in the filtrate 
with the standard sodic solution as above. 


URIC ACID. HeC;H2N,O2 + 4aq. 304. 


75. This acid is but slightly soluble in water, and is 
insoluble in alcohol. Alkaline urates are soluble in water ; 
others are insoluble. 

Reactions.—If uric acid or a urate is heated with mod- 
erately strong nitric acid, the mixture filtered if not clear, 
the filtrate carefully evaporated to dryness, and the resi- 
due moistened with ammonia, a beautiful purple color 
(murexide) appears. 

In urinary sediments, uric acid may often be recognized 
under the microscope by the rhombic six-sided plates, or 
right-angled four-sided prisms of a brown to a golden yel- 
low color, which it forms. 

Quantitative estimation.—Precipitate the uric acid- 
from the solution containing it by the addition of hydro- 
chloric acid, if no albumen is present; in case it is pres- 
ent, use acetic or phosphoric acid instead of hydrochloric. 
Let the mixture stand 36-48 hours, and collect the pre- 

5* 
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cipitated acid on a dried and weighed filter, and add 0.045 
mgr. to the amount of uric acid found, for every cubic 
centimetre of wash-water passed through the filter. 

If hippuric acid was present, it must be dissolved out 
of this precipitate by treating it several times with alco- 
hol of 83°|.. 


HIPPURIC ACID. HC,H,NO;. 179. 


76, This acid is slightly soluble in cold water, but 
readily soluble in boiling water and in alcohol, and slight- 
ly soluble in ether. 

Ferric and plumbic hippurates are quite insoluble in 
water; all others are soluble. 


Quantitative estimation.—Precipitate the concentrated 
solution of the acid with hydrochloric acid, and let the 
mixture stand in the cold 48 hours; collect the precipitate 
on a dried and weighed filter, wash it with small portions 
of very cold water, until the washings are colorless and 
give only a faint turbidity with argentic nitrate, dry at 
100°, and weigh. For every 6 c.c. of wash-water that 
passed through the filter add 0.01 grm. to the amount of 
hippuric acid found. 

If uric acid is present, the precipitate, after being 
weighed, must be treated with alcohol, and the residue of 
uric acid weighed again. The difference between the two 
weights will be the hippuric acid. 

For a better method of separating the two acids see 
urine, § 113, A. 


TANNIC ACID. 


77. Tannic acid is soluble in water, alcohol, and ether; 
alkaline tannates are soluble in water, but others are diffi- 
cultly soluble. 


Reactions.—Tannic acid gives a violet-black precipi- 
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tate with ferric salts. It also gives a white precipitate 
when poured into a solution of gelatine; as long as the 
gelatine is in excess, this precipitate is soluble in the su- 
pernatant liquor when heated, while if the acid is in ex- 
cess, it is much less soluble. 

If a piece of fresh skin, deprived of its hair by caustic 
lime, is left for several hours in contact with a solution 
of tannic acid, the latter is completely absorbed, so that 
the liquid will give no color with ferric salts. 

Quantitative estimation.—The tannic acid in a solution 
may be determined with considerable accuracy by com- 
paring the specific gravity of the solution before and 
after it has been in contact with powdered skin. 

The solution must be as clear as possible and not too 
dilute; such a one will answer, for example, as may be 
obtained by exhausting 20 to 40 grms. of tanner’s bark 
with water, and diluting to 400 or 500 c.c. 

Determine the weight of the extract obtained from a 
weighed quantity of the bark, and then determine the 
specific gravity of the solution accurately with the pik- 
nometer, or specific-gravity bottle (§ 34, @). Then weigh 
out 100 ¢.c. of the solution in a flask, and weigh out also 
a quantity of finely divided skin, equal to about four 
times the amount of tannic acid that is supposed to be in 
this quantity of the solution; this amount can be ascer- 
tained approximately from Table IV, taking as the per 
cent of tannic acid that which is found against the 
number representing the specific gravity of the original 
solution, just determined. 

Soften the skin by soaking it in water, enclose it in a 
linen bag and press out the water, add it to the weighed 
solution in the flask, close the flask and shake the mix- 
ture vigorously, filter through a linen cloth and determine 
the specific gravity of the filtrate. To the difference be- 
tween the specific gravity before and after treatment with 
the skin, add one, seek for the number so obtained in the 
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column headed specific gravity at 15° C.,in Table IV, 
and against that will be found the per cent of tannic acid 
in the solution examined. A simple calculation will then 
give the per cent of the acid in the bark. 

To prepare the powder of skin required in this analy- 
sis, wash a piece of skin, that has been prepared for 
tanning by treatment with lime and other agents, with 
water, stretch it on a board, dry it with the aid of a gentle 
heat, and rasp it with a coarse file. Keep the powder in 
a well stoppered bottle. 


CELLULOSE. Cy,2Heo)ho. O24. 


78, Cellulose is insoluble in water, dilute acids or al- 
kalies, alcohol, ether, or oils. It is soluble in an ammonic 
solution of cupric oxide, and is precipitated from this so- 
lution in the form of colorless flakes. 

Strong sulphuric acid, composed of four parts of acid and 
one of water, disintegrates it at ordinary temperatures 
without coloring it, and, after a time, changes it into 
dextrine. With iodine solution this disintegrated cellulose, 
before its passage into dextrine, gives a violet-blue color. 

Quantitative estimation.—Cellulose is estimated quan- 
titatively by freeing it as completely as possible from all 
other substances, and weighing the residue as pure cellu- 
lose; the best method yields results, however, that are 
about 1°|, too high. 

A quantity of 3 to 4 grms. of the substance is exhaust- 
ed with water, alcohol, and ether, successively, as long as 
each of these solvents takes anything into solution, and 
is then macerated 10 or 12 days in a glass-stoppered bot- 
tle, at a temperature not above 15° C., with 12 grms. of 
nitric acid (Sp. Gr. = 1.1), and 0.8 germ. of potassic chlo- 
rate; water is then added, the mixture is filtered, and 
the filter is well washed, first with cold and afterwards 
with hot water: the contents of the filter are then rinsed 
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into a beaker and digested about an hour, at 60° C., with 
ammoniacal water containing 50 parts of water to one of 
common ammonia; the mixture is filtered through a dried 
and weighed filter, the contents of the filter washed with 
the same ammoniacal water until the washings are color- 
less, then with pure water, with alcohol, and finally with 
ether, dried at 100° C., and weighed. 

This cellulose often contains as much as from 0.5 to 0.7 
°|, of albuminoids, and a very small per cent of inorganic 
matters, 


STARCH. C,sHssO in: 824. 


79, Starch, as long as it retains its natural form, is in- 
soluble in water, alcohol, and ether. In contact with hot 
water the starch grains swell up, and, if a larger quantity 
of water is then added, a small portion of the starch re- 
mains in solution. 

Starch may be converted into a soluble modification by 
boiling it with water under pressure, by heating it a short 
time with dilute sulphuric acid, or by the action of dias- 
tase at ordinary temperatures. 

Dry starch is colored blue or black by a solution of 
iodine in potassic iodide. The color is destroyed by alco- 
hol, potassa, or hydrosulphuric acid, or by heat; if not 
heated too long, the blue color reappears as the solution 
cools. 

Quantitative estimation,—Starch is usually determined 
by conversion into glucose, either by malt or sulphuric 
acid, and the subsequent determination of the glucose 
with Fehling’s solution. 


1. By malt.—To prepare the extract of malt, crush 6 
germs. of fresh malt in a mortar, digest with lukewarm 
water, filter, and wash the filter with water of 60° or 70°, 
and divide the clear filtrate, after mixing it well with the 
washings, into two exactly equal parts. Mix a quantity 
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of the substance to be examined containing about 2.5 
grms. of starch with water, heat to 70° C., add one of the 
portions of the extract of malt, put the other portion into 
another flask, and digest both precisely alike 8 or 4 hours 
on the water-bath, at a temperature of about 60° or 70° 
C. Then bring both liquids to about 200 ¢.c. by addition 
of water, add 20 ¢.c. of a solution of basic plumbic ace- 
tate (§ 24, a) to each, shake vigorously, add water again 
until the volume of each liquid is exactly 500 ¢.c., ata 
temperature of nearly 15°, let the mixture stand until the 
solid matters settle, and then determine the glucose in an 
aliquot part of each liquid with the aid of the standard 
Fehling’s solution (§ 81). 10 ¢.c. of that solution corres- 
pond to 0.045 grm. of starch. The two liquids will con- 
tain equal quantities of glucose, produced from the malt ; 
therefore, the difference between the amounts of glucose 
found in the two, or the corresponding difference between 
the amounts of starch, will be the amount of starch in 
the substance analyzed. 

2. a. By sulphuric acid.—Dry the substance thoroughly, 
and digest a quantity of it, supposed to contain about 2.5 
grms. of starch, 2 hours on the water-bath, with 50 times 
its weight of a dilute sulphuric acid, containing 1°|, by 
volume of concentrated acid, then filter, and wash the 
residue on the filter carefully. This residue is composed 
mostly of cellulose. Dilute the filtrate and washings to 
200 ¢.c., add about 16 ¢.c. of concentrated sulphurie acid, 
and digest again 7 or 8 hours on the water-bath, at 95°, 
or until a drop of the solution gives no blue color with a 
solution of iodine. If the solution is highly colored, add 
20 c.c. of plumbic acetate, shake vigorously, make the 
volume of the liquid up to 500 ¢.c., let the mixture stand 
if it is necessary to clarify the solution, and determine the 
glucose in the clear supernatant liquid with the standard 
Fehling’s solution, 10 c.c. of which correspond to 0.045 
grm., of starch (§ 81).. 


79. STARCH. 111 


The process of previous digestion with a more dilute 
acid separates the starch more completely from the cellu- 
lose, the former being converted into the soluble modifica- 
tion, while the latter remains unchanged. (Arocker.) 

b. Wolff's process.—Digest 2.5 to 4 grms. of the sub- 
stance with 100 c.c. of water, and 12 to 16 drops of con- 
centrated acid, 24 hours on the water-bath, then seal the 
liquid up in glass tubes and heat 12 hours in an oil-bath to 
120° C., then dilute, decolorize with plumbic acetate, and 
so on as directed in a. 

3. Dragendorff gives the following method for separat- 
ing and determining starch and the other matters with 
which it is usually associated. 

Pulverize about 2.5 grms. of the substance that has been 
dried at 100°, mix the powder with about 80 grms. of a 
solution of about 6 parts of potassic hydrate in 95 parts of 
absolute alcohol, and digest the mixture 24 hours at 100° C. 
in a sealed tube, or in a flask that can be closed air-tight ; 
filter the contents of the flask, while hot, through a dried 
and weighed filter, wash the residue thoroughly, first with 
hot absolute alcohol, then with cold alcohol of ordinary 
strength, and finally with distilled water, mixed with a 
little alcohol if gummy substances are present in notable 
quantity, dry the filter, first at 50°, and then at 100°, and 
weigh. The difference between this weight and that of 
the substance taken gives the amount of albuminoids, fat, 
sugar, and a part of the mineral salts. 

The insoluble residue, with the filter torn in shreds, 1s 
heated with water containing 5°|, of hydrochloric acid 
until a drop of the liquid gives no blue color with solution 
of iodine, the mixture is filtered. again through a dried 
and weighed filter, dried at 100°, and weighed. The sec- 
ond loss of weight gives the amount of starch; it was 
converted into dextrine by the acid and dissolved out; 
a very small quantity of mineral matters might pass into 
solution also, and, if great accuracy is required, the 
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amount of these can be determined by evaporating the 
solution of starch and inorganic salts to dryness, and in- 
cinerating the residue at a low red heat (§ 91). 

Or, the starch may be extracted with a concentrated 
solution of malt instead of with acid, in which case no in- 
organic salts will be taken into solution. Prepare the 
solution of malt and perform the operation as directed 
above. 

If much mucus is present, a concentrated solution of 
sodic chloride mixed with 5°|, of hydrochloric acid should 
be used instead of pure water and acid. 


GUM. 


8. The gums, which abound in the juices of plants, 
are very soluble in water, forming thick, viscid solutions; 
they are insoluble in alcohol. 

Quantitative estimation.—This depends upon their in- 
solubility in alcohol. A quantity of from 500 to 1000 c.c. 
of the aqueous extract of the substance in which the gum 
is to be determined is evaporated almost to dryness on 
the water-bath, and the moist residue is digested with al- 
cohol of 80 to 85°|, until it is no longer colored by mat- 
ters taken into solution. 

Sugar is dissolved, while gum, albuminoids, and some 
inorganic salts, remain unaffected; collect the insoluble 
substance on a dried and weighed filter, dry at 100° C., 
and weigh. Then incinerate this residue at a low red heat 
(§ 91), and subtract from the total weight of the residue 
insoluble in alcohol, the sum of the weights of the ash 
just determined, and the albuminoids, which are deter- 
mined by another process (§ 85). The remainder may be 
considered as gum, mixed with some vegetable acids. 


GLUCOSE. GRAPE SUGAR. C,Hi2.0,H,0. 180 +18. 


81, This sugar is soluble in water, and somewhat solu- 
ble in aqueous alcohol. 
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It is colored dark brown when heated with a strong so- 
lution of sodic hydrate. 

If triturated with cold concentrated sulphuric acid, it 
is dissolved without being blackened. 

If a concentrated solution of glucose is mixed with co- 
baltic nitrate and a small quantity of fused caustic soda, 
the solution remains clear on being boiled. 

If baric hydrate is added to an alcoholic solution of 
sugar, a white precipitate is formed. 

If a little caustic soda is added to a solution of glucose, 
and then, drop by drop, a dilute solution of cupric sul- 
phate, a deep blue liquid is formed; but after a few mo- 
ments a yellowish or red precipitate of hydrated cuprous 
oxide is separated. <A solution containing 0.00001 of glu- 
cose will give a notable red precipitate on the addition of 
soda and a few drops of cupric sulphate; 0.000001 of glu- 
cose in the solution gives a red tint to it with the above 
reagents. 


Quantitative estimation.—This may be effected by 
making use of the delicate reaction just described. One 
equivalent of glucose will reduce ten equivalents of cupric 
oxide to cuprous oxide; if, then, we know the quantity 
of cupric oxide that has been reduced, we can calculate 
the corresponding amount of sugar. For this determina- 
tion, a standard solution of cupric oxide containing an 
excess of alkali is commonly used, or Fehling’s solution, 
as it is often called. 

Dissolve 34,639 grms. of pure, crystallized cupric sul- 
phate in about 200 ¢.c. of water; make another solution. 
of 173 grms. of pure, crystallized potassic sodic tartrate 
in 480 ¢.c. of a solution of sodic hydrate (Sp. Gr. = 1.14). 
Add the first solution gradually to the second, and dilute 
the mixture to 1000 ¢c.c. Each 10 ec. of this solution 
corresponds to 0.05 grm. of glucose. Keep the solution 
‘in small, well-stoppered bottles, in a dark place; the bot- 
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tles should be filled to the top, so that no carbonic acid 
can be absorbed. 

Before using the solution, boil about 10 ¢.c. of it with 
about 40 c.c. of water, or of a dilute solution of sodic hy- 
drate if there is any reason to believe that carbonic acid 
has been absorbed ; there should not be the least change 
in the liquid when subjected to this trial. 

To perform the analysis, put 10 c.c. of the cupric solu- 
tion in a porcelain dish, and add 40 ¢.c. of water, or of a 
solution of sodic hydrate if it was found necessary to 
add this in testing the solution; heat the mixture until it 
boils gently, and allow the sugar solution, which should 
be colorless and not acid, and should not contain more 
than '|, to *|,’|, of sugar, to drop in from a burette or a 
pipette, graduated into *|,, c.c., so slowly that the boiling 
will not be stopped. After the addition of the first few 
drops, the fluid shows a greenish-brown tint; as more sug- 
ar solution is added, the precipitate becomes more copi- 
ous, acquires a reddish tint, and subsides more speedily ; 
when it presents a deep red color, remove the lamp, allow 
the precipitate to settle, and give the dish an inclined 
position, so that the color of the supernatant liquid can 
be more readily distinguished over the white porcelain 
surface ; if no blue or bluish-green color is seen, probably 
enough of the solution of sugar has been added. To be 
sure, test a small portion of the clear liquid with a drop 
of the solution from the burette; if a yellowish-red 
precipitate appears on heating, which, at first, may 
look like a cloud in the liquid, pour the contents of the 
tube back into the dish again, and continue to add the 
sugar solution until the reaction is completed. Then 
the solution in the dish should contain neither copper nor 
sugar, nor a brown product resulting from the decompo- 
sition of the latter; filter off a portion of it while still 
hot; the filtered liquid should have no brown tinge; one 
portion, heated with a drop of the standard cupric solu- 
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tion, should produce no change in it; another portion 
should give no red coloration or precipitate with potassic 
ferrocyanide, nor a black one with ammonic sulphide. If 
these tests do not indicate a satisfactory termination of 
the analysis, it should be repeated with a fresh quantity 
of 10 c.c. of the cupric solution. 

The amount of solution of sugar required to reduce the 
cupric oxide in this quantity of the cupric solution con- 
tained 0.05 grm. of glucose. 

Generally, the first result obtained is only an approxi- 
mation; in the second trial, add at once nearly the whole 
amount of sugar solution required, and then test the liquid 
after each addition of two drops at atime. (Aresenius.) 


LEVULOSE. FRUIT SUGAR. C,H120c¢. 


82. This sugar is very soluble in water and aqueous 
alcohol. It behaves like glucose with an alkaline cupric 
solution, and is determined quantitatively in the same 
manner. 


SACCHAROSE. CANE SUGAR. (C)2H2201;. 342. 


83. This sugar is more soluble in water and aqueous 
aleohol than glucose. 

It is not turned brown by strong alkaline solutions. 

If triturated with cold concentrated sulphuric acid, it 
is turned black, and sulphurous acid is evolved. 

If a concentrated solution of saccharose is mixed with 
cobaltic nitrate and a small quantity of fused caustic 
soda, and boiled, a violet-blue precipitate is formed. The 
presence of a very small quantity of glucose prevents the 
formation of this precipitate. 

If sodic hydrate is added to a solution of saccharose, 
and afew drops of cupric sulphate, a deep blue solution 
is obtained that remains unchanged on standing in the 
cold; if the sodic hydrate is largely in excess, the solution 
can be boiled a short time without change. 
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Saccharose is converted into glucose and levulose when 


heated with very dilute sulphuric acid, by treatment with — 
yeast, or even by long boiling of its aqueous solution alone. — 

Quantitative estimation.—This may be effected by first 
converting the saccharose into glucose and levulose, and | 


then determining the amount of these with the standard 
cupric solution. 
The solution, containing about 2.5 grms. of saccharose, 


i 


is diluted to about 250 c.c., 12 drops of concentrated sul- - 


phuric acid are added, and the mixture is heated 3 hours 
on the water-bath, with renewal of the water as it is 
evaporated (§ 36). If, after this operation, the solution 
has a dark color, as may often be the case, add 20 cc. of 
the solution of plumbic acetate (§ 24, @), shake the mix- 
ture well, dilute to exactly 500 c.c., let it stand awhile, 
and use the clear supernatant liquid for the determination 
of glucose (§ 81). 

If it does not need clarifying with plumbic acetate, neu- 
tralize the free acid with sodic carbonate, dilute to exactly 
500 c.c., and determine glucose as above. 

10 c.c. of the standard cupric solution correspond to 
0.0475 grm. of saccharose. 

In case a solution contains both glucose and saccharose, 
and it is desired to determine the amount of each, esti- 
mate the glucose at once by titration with the cupric so- 
lution ; then convert the saccharose into glucose, as above, 
and titrate the solution again; the last determination 
gives the sum of the glucose originally in the solution 
and that which was derived from the saccharose. 


LACTOSE. MILK SUGAR. C,.H,0,5. 


84, This sugar is soluble in water, but not in cold | 


alcohol. | 

It reduces an alkaline solution of cupric oxide like glu- 
cose, but in a different proportion. It is converted into 
glucose by dilute acids. 
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Quantitative estimation.—Convert it into glucose by 
digesting its solution about 2 hours with a little sulphuric 
acid, and then determine the glucose with the standard 
cupric solution. 

10 cc. of the solution correspond to 0.05 grm. of 
lactose. 


ALBUMINOIDS or PROTEIN COMPOUNDS. 


85. Some of these substances are soluble in water, 
others are insoluble. Most metallic salts precipitate them 
from their solutions, or coagulate the solutions, as it is 
termed. 

All of them are dissolved by boiling concentrated hy- 
drochioric acid, and the solution takes a violet color if 
access of air is allowed. 

All of them are colored yellow by concentrated nitric 
acid, and by iodine. 

They are colored red by a solution of mercuric nitrate 
(Millon’s test); this is the most delicate test for these 
bodies ; albumen, dissolved in 100,000 parts of water, 
may be detected by this reagent. 

If a small quantity of an albuminous substance is treat- 
ed with dilute potassic hydrate, one or two drops of a 
dilute solution of cupric sulphate added, and more potassa 
until the mixture is alkaline, and the whole is well mixed 
together, a violet precipitate appears, which dissolves after 
a little agitation; in the presence of a carbo-hydrate, as 
_ sugar or aereh ci color is bluish, and the blue tint is 
deeper, the more of the carbo- hydrate is mixed with the 
albuminoid. (Journal fiir Prakt. Chemie, 102, 376.) 

When heated, these substances give off the odor of 
burnt horn or hair. 

Distinctive reactions,—Albwmen is precipitated when 
its neutral solutions are heated to 70° C., or the solution is 
coagulated ; if alkaline, the solution needs to be neutral- 
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ized by acetic acid before this reaction can be obtained ; 
if the solution is very dilute, the presence of albumen 
will be shown by a flocculent precipitate, or a mere tur- 
bidity, on being boiled. A solution of albumen is coagu- 
lated also by plumbic acetate or cupric sulphate, but not 
by acetic acid. 

Casein is not precipitated from its solutions by heat, 
except that a film is formed on the surface of the boiling 
liquid ; it is precipitated by acetic and other acids, and 
the precipitate is soluble in an excess of acetic acid. 

Fibrine is precipitated from its solutions spontane- 
ously, when they are removed from the influence of vital 
forces. 

Quantitative estimation.—As it is almost impossible to 
separate all of an albuminoid from its solution or from 
matters mixed with it, pure and unaltered, or in the form 
of any insoluble precipitate of a definite composition, the 
amount of albuminous matters in a substance is usually 
estimated from the amount of nitrogen in it. 

Albuminoids contain, on an average, 16°|, of nitrogen ; 
therefore, the total weight of the albuminoid is Ys = 6.25 
times that of its nitrogen. Assuming, then, what is gen- 
erally true, that all the nitrogen present in the dried 
plant is part of an albuminoid, we multiply the weight 
of nitrogen found in the substance by 6.25 for the weight 
of the albuminoids. 


Determination of Nitrogen.—The method most gener- 
ally applied in this case, as well as in agricultural analyses 
generally, is that of Varentrapp and Will, as modified by 
Peligot, in which the nitrogen is converted into ammonia 
by ignition with soda-lime, and the ammonia is absorbed. 
by a measured quantity of a standard acid; the ignition 
is performed in a thick-walled tube of hard Bohemian 
glass, about 40 cm. long, and 12 mm. in diameter, drawn 
out into a slender beak at one end that is bent upwards. 


~ 
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a. First clean and dry the tube thoroughly, and seal up 
the point of the beak; then put in the throat, where the 
beak widens out into the tube, a loose plug of freshly ig- 
nited asbestus; rinse the tube out with a little soda-lime, 
about half fill it with the same reagent, freshly ignited 
and still warm, empty this soda-lime into a warm, dry 
mortar, and mix intimately with it, by gentle trituration, 
without much pressure, a carefully weighed quantity of 
from 0.2 to 0.5 grm. of the finely powdered and well-dried 
substance; the quantity to be taken depends upon the 
richness of the substance in nitrogen; fill about 3 cm. of 
the tube with soda-lime, and transfer this mixture into it 
from the mortar, by scooping it up carefully with the 
open end of the tube, over a sheet of dark-colored glazed 
paper ; carefully rinse the mortar and pestife into the tube 
with several small portions of the soda-lime, and finally, 
when the tube is filled to within about 4 cm. of the end, 
close it with another plug of freshly ignited asbestus, and. 
rap it gently on the table several times, in order to se- 
cure an open space in the upper part of it for the passage 
of gases. 

b. In some cases, as in the analysis of Peruvian guano 
for example, the evolution of ammonia is liable to begin 
as soon as the substance and soda-lime are brought to- 
gether. If there is danger of this, fill about 10 cm. of 
the tube with soda-lime, which should be but very slightly 
warm, if at all, then put in the substance, fill 10 em. more 
with the reagent, and mix the two together as rapidly as 
possible by means of a wire, bent in the form of a cork- 
screw at the end; if this is moved backwards and for- 
wards, and twisted round a few times, through the sub- 
stance and the soda-lime, a very perfect mixture can be 
quickly made; before taking the wire out, put in about 
10 cm. more of soda-lime, and work the corkscrew back 
and forth through this to clean it, and then fiinish fillnmg 
the tube as in a. 
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With the aid of the burette, put 20 ¢.c. of the standard 
sulphuric acid in the bulbed tube C (fig. 5), and add 
water until the bulbs are about *|, filled; the quantity of 
the liquid should not be so great, however, as to incur any 
danger of loss when the gases evolved from the combus- 
tion-tube pass rapidly through, or when, as sometimes 


happens, there is a sudden retrograde current towards the 
combustion-tube at the close of the operation. 

When the bulbed tube is properly filled, hold it so that 
the liquid rises higher in one arm than in the other, con- 
nect it with the combustion-tube by the soft, well-fitting 
cork, that has been already fitted to the small horizontal 
tube of the bulbed apparatus, and lay the combustion- 
tube on a level table; if the connection is not tight, the 
acid will slowly assume the same level in both arms of 
the bulbed tube. 

The apparatus being tight throughout, and a small fur- 
nace full of live charcoal coals being ready, the combus- 
tion-tube is introduced into the iron combustion-furnace 
(fig. 5), so that only about 5 cm. of the tube remains out- 
side the furnace at B, and the whole is slightly inclined 
towards that end, so that any water, condensing in the 
small tube of the bulbed apparatus, will flow down into 
the bulb beyond. 

A movable screen bemg placed over che tube in the 
furnace, about 8 cm. from the end B, this end is surround- 
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ed with fresh, live coals, large coals being used to bridge 
over the top, in order that there shall be no weight there 
on the tube when softened by heat, to bend it inwards 
and close the passage above the soda-lime. 

When this part of the tube is red-hot, move the screen 
along about 8 em., and apply more coals in the same man- 
ner as around the first 8 em. of the tube. 

When that part of the tube is approached, where the 
mixture of soda-lime and substance is contained, care 
must be exercised in applying the coals, so as not to have 
too rapid an evolution of the gas; there is little danger 
that any ammonia will pass through the acid unabsorbed, 
but it will be safer not to have so rapid a flow of gases that 
the bubbles in the bulbed apparatus cannot be counted ; 
nevertheless, a continuous current should be maintained, 
and, all the while, the front end of the tube must be kept 
aa heated by supplying fresh coals as often as is nec- 
essary. 

When the tube has been heated throughout, and quite 
intensely around the mixture of substance and soda-lime, 
and the passage of bubbles through the acid has ceased, 
break off the point of the beak at A, and draw a consid- 
erable quantity of air through the whole apparatus by 
applying suction at the mouth of the bulbed tube, in or- 
der to carry all ammonia remaining in the combustion- 
tube into the acid; disconnect the bulbed tube from the 
other, add a little cochineal, and then the standard sodic 
solution until the acid is almost neutralized, empty the 
contents of the bulbs into a beaker, rinse with a little 
water, and finish the titration (§ 45). 

For each cubic centimetre of the acid that was neutral- 
ized by the ammonia set free, the substance analyzed con- 
tained 0.014 grm. of nitrogen. 

When very great accuracy is required, the ammonia 
should be collected in hydrochloric acid, oily matters fil- 
tered out, if any are seen in the acid after the combustion 

6 
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is finished, the bulbs rinsed out with alcohol, and the am- 
monia determined with the aid of platinic chloride (§ 47, a). 

If the substance is very rich in nitrogen, it must be 
mixed with an equal quantity of pure sugar, in order to 
avoid the danger of an impetuous retrograde current in 
the bulbed tube, when the evolution of gas ceases and 
the whole apparatus is filled with ammonia-gas. 


UREA. CH,N.O. 60. 


86, Urea is very soluble in water and alcohol, but dif 
ficultly soluble in ether. 

Reactions.—W hen heated it gives off ammonia. 

Nitric or oxalic acid causes the formation of a white 
precipitate in concentrated solutions of urea. 


Quantitative estimation.—The volumetric method of 
Liebig, with mercuric nitrate, is easily and quickly exe- 
cuted and yields accurate results. 

To prepare the standard solution of mercuric nitrate, 
heat an excess of mercury with concentrated nitric acid, 
concentrate the solution, and, on cooling, crystals of mer- 
curous nitrate will be deposited; pour off the mother- 
liquor, wash the crystals, first with dilute nitric acid, and 
then with cold water, dissolve them in pure nitric acid, 
and heat the solution until a drop of it gives no precipi- 
tate or turbidity with sodic chloride; evaporate the solu- 
tion on the water-bath to the Honeistedae of a syrup, dilute 
it with 10 volumes of water, let it stand 24 hours, and 
filter if any precipitate is formed. 

To determine the strength of this solution, dissolve 
10.864 grms. of pure, ioeea sodic chloride in 1 litre of 
water ; alate LO ee, of the mercuric solution with 90 
eve. 3 water, put 10 ¢.c. of this diluted solution in a small 
beaker, add 4 c.c. of a cold saturated solution of sodic 
phosphate, and quickly, before the precipitate caused by 
this reagent has time to become crystalline, allow the so- 
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lution of sodic chloride to flow in from a burette with 
constant stirring, until the precipitate disappears, and the 
solution becomes clear again. Each cubic centimetre of 
the sodic solution required corresponds to 0.02 grm. of 
mercuric oxide; on the basis of this determination, then, 
the amount of mercuric salt in the diluted solution, and 
the strength of the concentrated solution, can be estimated. 

Now, to bring the mercuric solution to a urea standard, 
it must be diluted so that 1 litre will contain 72 grms. of 
mercuric oxide; dilute the solution almost to this point, 
and then compare it with a solution of urea of known 
strencth. For this purpose, dissolve 2 grms. of pure 
urea, dried at 160° C., in water, dilute the solution to 100 
ec. and put 15 ¢.c. of this solution in a beaker; in an- 
other small beaker, wash a few crystals of sodic bicar- 
bonate with a considerable quantity of cold water, and, 
after pouring this off, add just enough water to make a 
thin paste with the salt ; have ready also a piece of clean 
glass, with its under surface coated with asphaltum varnish. 

Now, allow the mercuric solution to flow slowly from 
the burette into the solution of urea, with the addition 
from time to time of a small quantity of dry sodic car- 
bonate, in order to nearly, but not quite, neutralize the 
nitric acid that is set free; the solution must all the while 
have a slight acid reaction. To ascertain whether all the 
urea is precipitated, transfer a drop of the solution, on 
the end of a glass rod, to the glass plate, and cover it 
with a drop of the paste of sodic bicarbonate ; if no yel- 
low color appears in a few seconds, wash the test-drop 
back with the smallest possible quantity of water, and, 
after adding a little more mercuric nitrate, test again with 
the sodic bicarbonate; the first trace of a yellow color, 
that appears as soon as the two drops come together, in- 
dicates that sufficient mercuric chloride has been added. 

The standard mercuric solution is to be diluted so that 
1 cubic centimetre corresponds. to 10 mgr. of urea, or to 
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0.5 ¢c.c. of this solution of urea of known strength that 
has been prepared. 

M. Byasson (Chemical News Amer, Repr., 4, 143) pre- — 
pares this standard solution by dissolving exactly 72 
grms. of pure red oxide of mercury, or mercuric oxide, in 
100 germs. of nitric acid diluted with half its weight of 

water, evaporates the solution at a gentle heat until acid 
vapors appear, and then makes the volume up to one litre 
at 15° C.; if the dilution causes a slight turbidity, a few 
drops of nitric acid will remove it. In this way, he states, 
a solution will be obtained in which all the mercury is 
present as mercuric nitrate, and with as small an excess of 
acid. as possible ; while, if prepared by dissolving mercury 
in nitric acid, it is liable to contain mercurous nitrate. 

As this mercuric solution is also to be used, in anal- 
yses of urine, to determine the sodic chloride, it should 
also be titrated with reference to this. Take 10 cc. of a 
solution of sodic chloride containing 2°|, of the salt or 0.2 
grm., add to it 8 c.c. of the standard solution of urea, 
prepared as above, and 5 c.c. of a cold saturated cee 
of pure sodic ilu. and allow the mercuric solution 
to flow from the burette into this mixture with constant 
stirring, until there is a permanent turbidity in the liquid; 
the amount of mercuric solution required for this corres- 
ponds to the 0.2 grm. of sodic chloride; calculate the 
amount of sodic chloride that corresponds to 1 ¢.c. of the 
standard mercuric solution, and mark it on the label of 
the bottle. 

For the determination of urea in a solution containing 
it and free from phosphoric and hippuric acids, proceed 
with 15 c.c., as directed for determining the standard of 
the solution with reference to urea, after having first de- 
termined the sodic chloride, which is commonly present, 
by the amount of the standard solution required to pro- 
duce permanent turbidity ; use-the dry sodic carbonate to 
maintain the neutrality of the solution, the paste of the 
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bicarbonate to ascertain the point of saturation with mer- 
curic chloride, and so on in the manner already described. 

The results obtained, however, must be corrected for 
very dilute or very concentrated solutions of urea, since 
the standard mercuric solution is adapted for such solu- 
tions only as contain 2°|, of urea; if the solution is more 
concentrated than this, the yellow color appears prema- 
turely ; if more dilute, it does not appear so soon as it 
should. 

If the reaction indicating saturation was obtained with 
10 c.c. or less of the mercuric solution, subtract the prod- 
uct of 0.08 into the whole number of cubic centimetres re- 
quired, from this total quantity ; if the reaction was obtain- 
ed with less than 15 ¢.c. but with more than 10 ¢.¢., subtract 
also, in addition to the above product, the product of 0.06 
into the number of cubic centimetres required above 10; 
if more than 15 ¢.c. were required, but less than 20, sub- 
tract also, from the total amount used, the product of 0.04 
into the number of cubic centimetres above 15, in addi- 
tion to the above two products. (Rautenberg, Fes. Zett- 
schrift, 4,500.) The final remainder, multiplied into 0.01, 
will give the amount of urea in the 15 c.c. of solution 
tested. 

' In case the solution is more than 2°|, strong, then more 
than 30 c.c. of the standard mercuric solution will be re- 
quired ; for each cubic centimetre of the standard solution 
used above 80 c.c., *|, ¢.c. of water must be added to the 
mixture, before taking out a sample drop to be tested 


with the paste of sodic carbonate. 
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87, Fats are insoluble in water, somewhat. soluble in 
strong alcohol, and very soluble in ether. 

Quantitative estimation.—This is effected by heating 
the finely divided substance with 2-3 volumes of ether 
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(Sp. Gr. = 6.72), evaporating the etherial solution of fat to 
dryness, and weighing the residue. 

Several portions of ether must be used, and the extrac- 
tion is best conducted in a flask provided with tubes like 
a washing-bottle, and which is connected with the lower 
end of a Liebig’s condenser (§ 36). 

The extraction may not be considered as ended until a 
drop of the last filtrate leaves no residue when evaporat- 
ed on a watch-glass. The solutions, if not perfectly clear 
as they came from the filtering flask, should be filtered 
through paper. The chlorophyll in the green parts of 
plants goes into solution with the fat, but it may be re- 
moved by filtration through bone-black. 

The clear etherial extracts may be collected in a gradu- 
ated cylinder, and the fat determined in an aliquot part of 
the well-mixed liquid by evaporation to dryness, drying 
the residue at 100° C., and weighing. 


ALCOHOL. C.H,O. 46, 


88, Alcohol is miscible with water in all proportions. 

Quantitative estimation.—This is effected by distillmg 
the alcohol off, and estimating it in the distillate by ele 
specific gravity. on 

a. To 10 ec. of the solution to be examined, which 
must contain no free volatile acid, as acetic, for example, 
add its volume of water, and subject the whole to distill- 
ation in a small flask connected with a small Liebig’s 
condenser. Collect the distillate in a specific-gravity bot- 
tle with a mark on it, indicating a capacity of 10 c.c. 
When somewhat less than half the liquid has been dis- 
tilled over, remove the specific-gravity bottle from the 
tube of the condenser, bring the temperature of the dis- 
tillate to 15° C., fill up to sie mark with water, and weigh. 
Knowing the a of 10 c.c. of water at this tempera- 


§ 88. _ ALCOHOL, ZF 


ture (weight of 1 cubic centimetre = 0.999183 grm.), we 
can calculate the specific gravity of this distillate, that 
contains all the alcohol that was in the liquid examined, 
and from Table V, learn the per cent of alcohol in the 
distillate. Then the per cent of alcohol by weight in the 
solution examined is readily calculated if the weight of 
10 c.c. of that solution is known. 

Griffin, in his examination of wines (J. J. Griffin, 
Chemical Testing of Wines and Spirits), used 25 c.e. 
of the alcoholic liquid, added its volume of water to it, 
made the volume of the distillate up to 50 ¢.c., and deter- 
mined its specific gravity. 

If the substance to be examined contains free acetic 
acid, add a little soda to the liquid before distillation. 
The distillate should have no acid reaction. 


6. The alcohol ina wine may be approximately esti- 
mated by evaporating a measured quantity to about half 
its bulk, adding water until the original volume is re- 
stored, and determining the specific gravity of this liquid ; 
then subtract the number by which this specific gravity 
is greater than one, from the specific gravity of the alco- 
hohe liquid itself, and take the remainder as the specific 
gravity of the mixture of alcohol and water in that liquid, 
and get the per cent of alcohol corresponding to this 
specific gravity from Table V. To illustrate the principle, 
suppose a wine is examined whose specific gravity equals 
0.9951; after evaporation down to one-half, and adding 
water until the original volume is restored, the specific 
gravity 1s 1.0089. 

0.9951 — 0.0082 = 0.9869. 

Against the specific gravity of 0.9862 in the table, the 

per cent of alcohol is found to be 8. 
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CHAPTER IV. ° 


SpreciaAL Mrtruops or ANALYSIS. 
1, 
COURSE OF QUALITATIVE ANALYSIS. 


89. The following course of analysis is designed as 
a general guide in qualitative analytical work. Only a 
single reaction for each substance is mentioned in it, and 
that is generally the most delicate one; for fuller de- 
tails in regard to this particular reaction, and for a few 
other ones that may in some cases be applied as confirma- 
tory tests, the student is referred to Chapter HI. 

He should, before undertaking to work with the aid of 
this course, thoroughly familiarize himself, by actual ob- 
servation, with the behavior of the different acids and 
bases with reagents, so that he may know what is indi- 
cated by any particular reaction, the moment he sees it. 

The mode of working with the aid of the scheme given 
below is best explained by an example. Suppose we have 
a solid containing Cl, P,O,, SO,, K,Fe, and Mn. Begin- 
ning with 1 in the left-hand column of figures, in the course 
for the detection of the acids, the first question is, 
whether the substance is a solid or a solution. It beimg 
the former, we are referred, in the right-hand column of 
figures to 2; going then to 2, in the left-hand column, 
we find that the solubility of the substance is to be test- 
ed; we apply the solvents in the order there indicated, 
and find that it is soluble in dilute nitric acid, when we 
are referred to 6; going to 6, in the left-hand column, we 
get no gritty residue on evaporation to dryness, and there- 
fore no silicic acid is present; passing on to 7, to which 
we are referred next, we get no such reaction as is de- 
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scribed there, nor such as in 8; therefore, carbonic acid 
and sulphur are absent; we do get, however, the fine 
white precipitate as described in 9, and note sulphuric 
acid as present; we also get a yellow precipitate in 10, 
and make a note of phosphoric acid as present ; we do 
not get the reaction in 11, but get a white precipitate in 
12, the formation of which, under the circumstances, indi- 
cates that cyanogen, iodine, ferrocyanogen, or chlorine, 
may be present; a precipitate would be given also by 
sulphur, if that were present, but the test for this element 
has already been made; we do not find the first three 
substances named above, and learn in 16 that, consequent- 
ly, chlorine is present ; we find no nitric acid in 17, and, 
as the substance is not blackened when heated as directed 
in 18, no organie¢ acids are present, and we have finished 
the examination for the acids. 

Passing to the detection of the bases, we have the 
question in 1 already answered for us, with this small 
difference, that, in the examination for the bases, a hydro- 
chloric-acid solution is preferable to a nitric-acid solution ; 
going on to 3, we add sulphuric acid, and get no reaction, 
even after the mixture of substance and reagent has stood 
some time; no lead or barium, and, at the most, only 
traces of calcium, can be present ; passing on to 7 we find 
no ammonium; we get the violet color, indicating potas- 
sium, in 9, after having properly prepared the solution as 
directed in 8; and so working on, we find no copper in 
10, but do get iron in 11, and manganese in 15, and after 
that, nothing more before reaching the end of the course. 

It will be noticed that sulphuretted hydrogen and am- 
monic sulphide, and also the blowpipe, are used but little 
or not at all in this course of analysis; there are sufh- 
ciently good reasons why their use should be dispensed 
with, if it can be done without impairing the reliability 
of the work. 

The plan of the course for the bases corresponds in the 


Ge 


130 SPECIAL METHODS OF ANALYSIS. 


main with that of Zettnow. (Poggendorf’s Annalen, 
103, 324.) 

The attention of the analyst 1s called to Table X, 
where the average and extreme composition of agricul- 
tural materials and products are given; by consulting 
this table he can ascertain what he may expect to find in 
any substance under examination, that is used in, or 
produced by, agriculture, and whether or not he must 
needs work with special care, or with large quantities of 
the substance, in order that a small quantity or traces of 
any element or compound shall not escape detection. 


Ese 
DETECTION OF ACID ELEMENTS AND ACIDS. 


1. a. The substance is a solution; this solution will 
be referred to as the first solution. - - - - 6 


6. Not asolution. - - - - s 250 


2, a. The substance is soluble in water, or in dilute 
or concentrated nitric or hydrochloric acid; this 
solution will be referred to as the jirst solution. - 6 
b. It is partially soluble in water or acids, as indi- 
cated by the residue left undissolved even after 
heating, and by the distinct residue left on evapo- 
ration of a drop of the solvent with which the 
substance has been treated. Treat a larger portion 
of the finely divided substance with another por- 
tion of the solvent, filter, and mark the filtrate F 2. 
With the contents of the filter goto - - - - 38 


c. It is quite insoluble in water or acids. - - - 3 


3. A portion of the insoluble substance, in the shape 
of a very small fragment, if possible, rather than 
a fine powder, 1s fused for a considerable time in a 
bead of phosphorus-salt on platinum wire; the 
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fragment is not entirely dissolved, but remains 
visible in the bead, retaining its original form. 
Also, when the substance in powder is fused ina 
bead of sodic carbonate on the platinum wire, the 
bead froths, carbonic acid being set free. Both 
these reactions together indicate Smicic. - - - 
A small portion of the original substance, finely 
pulverized, is made into a paste with concentrated 
sulphuric acid in a leaden tray, the tray is covered 
with a piece of Bohemian glass coated with wax, 
and from which the coating has been removed in 
a few places with a sharp-pointed instrument, and 
the whole is gently heated for about a half an 
hour. The glass is found to be corroded where 
the wax was removed (see.§ 68). FLUORINE. - 

The insoluble substance has black particles in it, 
that are entirely or partially consumed when heat- 
ed on platinum foil. (Coal.)) CarBon. - - - 


Evaporate a portion of the first solution or of I 2 
to dryness, after adding hydrochloric acid, if not 
already present, ignite the residue gently, moisten 
it with concentrated hydrochloric acid, let stand a 
short time, add considerable water, and digest the 
mixture. A white powder, or perhaps a reddish 
one if much iron is present, remains. undissolved, 
that feels gritty under the glass rod. Soluble 
SILICIC. - - - - - - - - 


The addition of dilute sulphuric acid to a small 
quantity of the original substance causes efferves- 
cence, that accompanies the evolution of a colorless 
gas; a drop of lime-water, suspended on the end 
of a glass rod, and held above the liquid in the 
test-tube, is made turbid. CaRBONIC. - - - - 


In the same experiment a colorless gas is evolved, 
having an offensive odor, and blackening a piece of 
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moistened lead-paper that is held in the mouth of 
the tube. (Hydrosulphuric.) Sutpuur. - - - 


The first solution, or F 2, after acidification with 
hydrochloric acid, if not already acid, gives a white, 
finely pulverulent precipitate with baric chloride. 
SULPHURIC. - - - - - - - 
Sulphuric acid may be found also in the insoluble 
substance in the course of the examination for 
bases. 

If avery small quantity of the solution of the sub- 
stance is added to ammonic molybdate, a pale yel- 
low precipitate is formed, at once, or after some time, 
a part of which adheres strongly to the sides of 
the tube; the precipitate is soluble in ammonia. 
PHOSPHORIC. - = . - - - = 
To a portion of the hot solution, containmg a 
slight excess of acid, add about twice its volume 
of alcohol, and then dilute sulphuric acid or am- 
monic sulphate, and filter if any precipitate is 
formed, heat the filtrate until the alcohol is ex- 
pelled, add ammonia in slight excess, and then 
acetic acid until the ammonia is more than neutral- 


ized, and finally calcic sulphate. -A fine white pre- 


cipitate appears, at once, or after some time. 
OXALIc. - - - - - - - - 

To a small portion of the dilute nitric acid solu- 
tion of the substance, or of the aqueous solution 
acidified with nitric acid, add argentic nitrate. 

a. No precipitate is formed. (Traces of cyano- 
gen or iodine may perhaps be found by Boe a 
the tests in 12 6, and 13.) - - - 

b, A precipitate is formed. 

Treat a small portion of the original substance 
with a little dilute sulphuric acid, in a watch-glass, 
and quickly invert another watch-glass, with a 
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drop of ammonic sulphide, saturated with sulphur, 
in its centre, over the first one; after a few min- 
utes evaporate this drop of ammonic sulphide to 
dryness with a gentle heat, and moisten the dry 
residue with ferric chloride. A deep red color 
appears. CYANOGEN. - ; = - - 
To a portion of the aqueous solution or extract of 
the substance, add two or three drops of potassic 
dichromate, or enough to give a pale yellow color 
to the liquid, and then a few drops of concéntrat- 
ed hydrochloric acid. A drop of this mixture on 
starch-paper colors it blue. Ioprnr. - - - - 
A portion of the first solution gives, with ferric 
chloride, a deep blue precipitate, unaffected by di- 
lute acids, but decomposed by sodic hydrate with 
the conversion of the blue color into a reddish 
one. J'ERROCYANOGEN. = - S - - 
a. No very decided reaction was obtained in 12 
for cyanogen. - - - = : - - 
b. A decided reaction was obtained for cyanogen. 
To the dilute nitric acid extract of the substance, 
or the aqueous extract acidified with nitric acid, 
add. argentic nitrate as long as a_ precipitate is 
formed, filter, wash the precipitate a little, dry it, 
and ignite it gently in a porcelain crucible until it 
is fused, pour a little water and a few drops of di- 
lute sulphuric acid over the fused mass after it is 
cool, put a piece of zinc in contact with it, and let 
the whole stand, some time ; finally filter, acidify 
the filtrate with nitric acid, and add argentic ni- 
trate. - 


a. No precipitate. - : 2 : 3 : 


b. A white precipitate is formed; no iodine or 
ferrocyanogen has been found. CHLORINE. - - 
ce. A precipitate is formed, but it is not white, 
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or iodine or ferrocyanogen has been found. - - 


a. The precipitate in 12 was white, and no cyano- 
gen, iodine, or ferrocyanogen, has been found. 
CHLORINE. = 7 = = : - - 

6. Not white, or one or more of these substances 
was found ; treat the precipitate obtained in 15, or, 
if cyanogen was absent, that obtained in 12, with 
ammonic hydrate, filter, and add dilute nitric acid 
to the filtrate until acid reaction. A white pre- 
cipitate appears, which, if abundant, collects in 
curdy flakes on agitating the mixture. CHLORINE. 


Treat a portion of the original substance with a 
little dilute sulphuric acid if it is a solid, or with 
concentrated acid if it is a solution, add copper 
turnings, and heat the mixture. Red fumes are 
evolved, which may be more readily perceived on 
holding the tube over white paper, and looking 
through it lengthwise. Nurrtc. = - - 


a. A portion of the solid substance, when quickly 
heated to a high temperature on ‘platinum foil, is 
blackened, with separation of carbon, and an odor 
of burning organic matter is given off. - - 


b. Not blackened. Absence of acetic, tartaric, 
and other organic acids. Finis. -  - ea = 


A portion of the solid or solution gives acetic 
ether when heated with concentrated sulphuric 
acid and alcohol; the pleasant aromatic odor of 
this ether may be most readily distinguished from 
that of common ether, which is formed at the 
same time, after the liquid has become quite cold. 
ACETIC. <i - - - - . - - 


To a portion of the first solution, that must be tol- 
erably concentrated, add ammonia until it is faint- 
ly alkaline, filter if not clear, add a little ammonic 
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chloride, then calcic chloride, agitate the mixture 


vigorously, and let it stand 10-20 minutes. 


a. No precipitate is formed. - - - “i; 2f 


b. A white precipitate is formed ; filter, and mark 
the filtrate F. 20. Digest the precipitate in the 
cold, with sodic hydrate, with frequent agitation, 
dilute, filter, and boil the filtrate. A white gelat- 
inous precipitate is formed; test it with ammonia 
and argentic nitrate (§ 71). Tarraric. - - 21 


. To F. 20, or to the clear mixture of original solu- 


tion and calcic chloride obtained in 20, add consid- 
erable alcohol. 

a. No precipitate. Finis. - - - B. 
b. A white precipitate is formed ; filter, wash the 
precipitate with a little alcohol, dissolve it in a 
small quantity of dilute hydrochloric acid, add am- 
monia in slight excess, and boil the liquid some 
time. 


aa. No precipitate. - - . - Snes oe 
bb. A white precipitate is formed : filter the liquid 
while boiling hot, and mark the filtr ate F. 21. Dis- 
solve the precipitate on the filter in a very little 
dilute hydrochloric acid, add ammonia in slight 
excess, and boil this mixture. A similar white 
precipitate is formed again, Crrric. - - - 22 


F. 21, or the solution obtained in 21 that gave no 
precipitate on boiling, may contain malic acid. 
Add considerable alcohol to it. 

a. No precipitate is formed. Finis. - . B. 
b. A white precipitate is formed. Probably Matte. 
To be sure, treat the precipitate with acetic acid, 


-add aleohol, filter the liquid if not clear, add plum- 


bic acetate to the filtrate, and ammonia until the 
liquid is neutral, filter out the precipitate, wash it, 
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suspend it in water through which a current of 
sulphuretted hydrogen is passed, filter, evaporate 
the filtrate to dryness on the water-bath, and heat 
the residue, supposed. to be malic acid; maleic 
acid should be formed (§ 73). — - - - = 


B. 
DETECTION OF THE BASIC ELEMENTS, 


a. The substance is a solution, or it is soluble in 
water, or dilute or concentrated hydrochloric or 
nitric acid. This solution will be referred to as 
the first solution. - - - - : - 

6. Not soluble, or only partially soluble ; separate 
the soluble from the insoluble part by filtration ; 
this filtrate will be referred to as the first solution. 


. This insoluble substance was found, in the exami- 


nation for acids, to consist entirely of carbon. - 


- Not. Dry it, mix it intimately with four parts of 


potassic and sodic carbonate, and a little sodic ni- 
trate, fuse the mixture 10-20 minutes on platinum 
foil, and exhaust the fused mass with hot water; 
decant off this agweous extract, wash the residue 
once or twice by decantation, then treat. it with 
very dilute hydrochloric acid, and evaporate the 
mixture to dryness; moisten this second residue 
with concentrated hydrochloric acid, and, after a 
while, add water, heat, and finally separate this 
acid solution from the insoluble silica, by filtra- 
tion. 

Acidify the aqueous extract of the fused mass, ob- 
tained above, with hydrochloric acid, and test a 
small portion of it for sulphuric acid with barie 
chloride ; if a fine white precipitate is formed, and 
lead or barium is subsequently found among the 
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basic elements, the insoluble substance was coim- 
posed, at least in part, of plumbic or baric sul- 
phate ; if lead or barium is not found, but calcium 
is, then the insoluble substance consisted, at least 
partly, of calcic sulphate, which requires considera- 
ble water or dilute acid for its complete solution ; 
if no sulphuric acid is found, the insoluble sub- 
stance contained only silica or silicates, besides, 
possibly, a fluoride and carbon. 


Mix the acid solution, filtered from the silica as 
above, and the remainder of the aqueous extract 
together, and without filtering out any precipitate 
that may be formed, proceed with the analysis as 
in 3, if it is desired to analyze this solution sepa- 
rately, in order to ascertain the composition of the 
insoluble part of the substance ; but it will not be 
found, in any case, to contain arsenic or ammoni- 
um, nor will copper or zine be likely to be found 
in it, and not in any ease unless it contained silica ; 
lead and barium may be present as sulphates, and 
the latter possibly as a silicate. 


Potassium and sodium cannot, of course, be tested 
for in this solution; if it is desired to examine the 
insoluble substance with respect to the presence of 
these metals, the silicate must be attacked with 
hydrofluoric acid or a fluoride, in the manner di- 
rected for the quantitative analysis of silicates. 
($ 58, c.) . 

If it is not necessary to analyze this solution sepa- 
rately, it may be mixed at once with the first solu- 
tion, reserving, however, a portion of this latter 
for the examination for the alkaline metals. -  - 


Heat a portion of the nearly neutral, first solution 
to boiling, add to it about its volume of alcohol, 
or twice its volume if the solution is very dilute, 
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and then add dilute sulphuricacid as long as a pre- 
cipitate is formed, 

a. No precipitate is formed, even after vigorous 
agitation and some time; expel the alcohol from 
the liquid by boiling it a few minutes, and mark it 
F. 3. - - : - - - - =?) foam 
b. A white precipitate is formed; let the mixture 
stand awhile, filter the liquid while hot, boil the 
filtrate a few minutes to expel the alcohol, and 
mark it F. 3. - - - - - - 
Agitate the precipitate obtained in 3 vigorously 
with considerable water, filter, and add ammonic 
oxalate to the clear filtrate. A white precipitate 
Indicates CALciuM. - : - = ; 
Treat the contents of the filter in 4 with ammonic 
tartrate, heat gently, filter, acidify the filtrate 
with acetic acid, and add a little potassic dichro- 
mate. A yellow precipitate indicates Leap. — - 


. Wash the residue on the filter in 5 well, boil it 


about 10 minutes with 8-10 times its bulk of sodic 
carbonate, add water, filter, wash the contents of 
the filter very carefully, pour a little dilute hydro- 
chloric acid over this residue, and add ealcic sul- 
phate to the solution that passes through. A fine 
white precipitate, or a turbidity, indicates Barium. 


. Put about a third of F. 8, or a corresponding 


amount of the first solution, into a small flask, add 
baric hydrate as long as it gives a precipitate, and 
then a little more, so as to be sure of an excess, 
heat the mixture, and hold a piece of moistened 
red litmus-paper or yellow turmeric-paper in the 
tube. The paper is colored blue or brown. <Am- 
MONIUM. - - - = - - - - 


. Heat the mixture in 7 until all or nearly all the 


ammenia is expelled, filter, add a little baric hy- 


or 
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drate to the filtrate, to be sure that no further pre- 
cipitation will be produced, then add ammonic 
carbonate as long as a precipitate is formed, avoid- 
ing, however, a great excess of the reagent, heat 
and filter, and evaporate the filtrate nearly to 
dryness. 

A drop of this filtrate, evaporated to dryness in 
the platinum wire loop, gives a yellow color to the 
flame of a Bunsen’s gas-burner. SopIUM. - - - 


In a similar experiment the flame is violet, or vio- 
let-red when seen through blue glass. Povrassiu. 


To a small portion of F. 3, add ammonia very 


carefully until the free acid is just neutralized, and 


then a little ammonic sulphide, drop by drop, with 
constant agitation, and heat the mixture. 


a. No precipitate is formed at any time. (Traces 
of copper, arsenic, iron, and manganese, may per- 
haps be found by applying the tests described in 
10 6, 12, 14, and 15 6). - : - - - 
b. A precipitate is formed. 

To a small portion of F. 3, add ammonia until the 
well-mixed liquid smells strongly of the reagent, 
and let the precipitate settle if any is formed. The 
clear supernatant liquid is blue. CoppER. -— - 


In the same experiment a red flocculent precipi- 
tate is obtained, the color of which may, however, 
not appear, in case much copper is present, until it 
has been collected on a filter and washed a few 
times. Iron. - - - : - - - 


If copper has been found in notable quantity, put 
the remainder of F. 8 in a small flask, add two 
or three pieces of pure zinc, and close the flask 
with a perforated cork, in which is a glass tube 
drawn out to a fine jet. 
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if copper was not found, take only a small part of 
F. 3 for this trial. 

Care must be taken not to inhale the gas from the 
flask, if there is any reason to suspect that arsenic 
is present. 

After the hydrogen has been evolved a few min- 
utes, wrap a towel around the flask, ignite the jet 
of gas, and hold a cold porcelain surface in the 
flame. Black lustrous spots are deposited on the 
porcelain surface where the flame comes in contact 
with it. ARSENIC. - - - - - - 


a. Copper was not found, and only a small portion 
of F. 3 was taken for the test in 12.  - -5. 4 


b. Copper was found, and a large portion of F. 5 
is under examination. Allow the action of the 
zine to continue 10-15 minutes, or until all the cop- 
per is precipitated ; a much longer time may be re- 
quired if the solution contains a notable quantity 
of nitric acid ; finally filter the liquid from the pre- 
cipitated metal, and mark the filtrate F.13. -  - 

Add a little nitric acid to a portion of F. 13, or of 
F. 3, if there is no F. 13 and the first solution did 
not already contain free nitric acid in excess, and 
heat the mixture to boiling. 

a. An unmistakable reaction for iron was obtained 
aa bs - = - - : - - - 

b. Not. To asmall portion of this solution add 


potassic sulphocyanate. A deep red color appears. 
Tron. - - - - - - - - 


. To a large pertion of the solution obtained in 14, 


add ammonic carbonate in excess. 


a. The precipitate which may have been formed 
at first is entirely re-dissolved by the excess of the 
reagent, and the solution remains quite clear, even 
after a hot digestion of 12 hours. ° - =i See 
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b. Not. Filter the precipitate out, wash it with 
hot water, dry a large portion of it, and mix it in- 
timately with three or four times its bulk of a mix- 
ture of equal parts of potassic and sodic carbon- 
ate, and of potassic or sodic nitrate, and fuse the 
mixture well on platinum foil. The fused mass 1s 
bluish green. MANGANESE. 

If the substance contains little or no copper or 
iron, this reaction for manganese may sometimes 
be obtained with the original substance, when not 
obtained here (§ 53). - ~ - - - 


Boil the fused mass on the platinum foil with two 
or three cubic centimetres of water, until it is loos- 
ened from the foil, filter, add dilute nitric acid to 
the filtrate, drop by drop, as long as any efferves- 
cence is produced, and then add ammonia very 
slowly and carefully, until, after stirring well, the 
liquid has a faint alkaline reaction; heat the mix- 
ture a few minutes, and let it stand a long time in 
a warm place, if no precipitate appears at first. A 
white flocculent precipitate is formed, at once, or 
after some time. ALUMINIUM. 2 - - 

To another portion of the first solution add sodic 
hydrate in excess, boil, and filter; to the filtrate 
add afew drops of ammonic carbonate, and then 
ammonie chloride in excess, boil the mixture as 
long as any odor of ammonia is given off, and a 
portion of the filtered liquid gives no further pre- 
cipitate on being boiled still more; filter the 
whole, and add potassic ferrocyanide to the filtrate. 
A white precipitate or a turbidity appears. ZINc. 


a. The substance contains no phosphoric acid, or 
only traces of it. - - : - : : 


b. It does contain a notable quantity of this acid. 
Add ferric chloride to another portion of F. 18, or 
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to a corresponding quantity of F. 3, if there is no 
F, 18, until a drop of the mixture gives a reddish 
precipitate with ammonia. - : - - 

To the solution to which Fe,Cl, has been added 
(18), or to the remainder of the filtrate F. 13, if 
no P,O, was present in the substance, or to a cor- 
responding quantity of F. 3,if there is no F. 13, 
add ammonic carbonate until a slight permanent 
precipitate remains after vigorous stirring; if no 
precipitate appears, the reagent may be added un- 
til it is in slight excess, and the solution is faintly 
alkaline. 

a. No ferric salt has been added to the solution, 
and it remains quite clear, or only a fine white pre- 
cipitate is formed after boiling it. - - 

b. A flocculent precipitate is formed ; heat the so- 
lution to boiling, add a boiling selon of sodic 
acetate as long as a precipitate is formed, and fil- 
ter the hot liquid immediately ; mark this filtrate 
aS ho: - - - : - - - - 

a. Calcium has been found. - - - - 

b. Not. To test for traces of the metal, add am- 
monic sulphide to the filtrate from the precipitate 
by sodic acetate, or, if this precipitation was not 
found to be necessary in 19, to the liquid contain- 
ing ammonic carbonate in slight excess, after acidi- 
fication with acetic acid if not clear, filter out any 
precipitate that may be formed, and add ammonic 
chloride and oxalate to the filtrate; a fine white 
precipitate, insoluble in acetic acid, indicates Cax- 
cruM (traces). - - : - - - - 
Add ammonie chloride and carbonate to F, 19, or 
to the liquid already contaming ammonic onaiaane 
ate in slight excess, and which gave no flocculent 
precipitate with the reagent, boil the mixture, fil- 
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ter, add ammonia in excess to the clear and cooled 
filtrate, filter again if this reagent produces any 
precipitate, add hydric disodic phosphate to the 
filtrate, agitate the mixture vigorously, and set it 
aside for several hours if no precipitate appears at 
first. A white crystalline precipitate appears, 
that, if formed slowly, adheres to the sides of the 
tube; with the magnifying glass, and usually with 
the unassisted eye, the crystals are seen to be slen- 
der prisms. MaGNEsIUM. 
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§ 89. OCCURRENCE OF SUBSTANCES. 145 


C. 


For the mode of occurrence of the substances for whose 
detection directions are given in the preceding pages, in 
agricultural materials and products, consult Table X, ex- 
cept in case of the following, which are not widely dis- 
tributed, or whose occurrence presents comparatively less 
interest, because they have not been quantitatively esti- 
mated in these materials or products. 

Acid, acetic, besides occurring in vinegar, which re- 
sults from the action of the air on alcoholic liquors, is 
found among the products of the putrefaction, or of the 
destructive distillation of organic matter. 

Acid, citric, is found in lemons, and in most other acid 
fruits, such as gooseberries, cherries, ete. 

Acid, lactic, is the acid of sour milk, and is found also 
in some animal juices, and sometimes in urine. 

Acid, malic, is found in unripe apples, and in most un- 
ripe fruits, together with citric acid, and also in potatoes, 
in many roots, and in the stems and leaves of many 
plants, such as rhubarb, tobacco, ete. 

Acid, tartaric, is found, like malic acid, in many fruits, 
and particularly in the grape ; it occurs also in the roots, 
stems, and leaves, of many plants. 


Arsenic may be found occasionally in superphosphates, 
where it was derived from the sulphuric acid used in the 
manufacture of the article; it is also a frequent and dan- 
gerous ingredient of bright green pigments. 


Barium may sometimes be found as a silicate in some 
common rocks, and hence in soils. 


Copper may sometimes be found in culinary products 
where vessels made of the metal or its alloys have been 
used; it is a frequent and harmful ingredient of bright 
green pickles 


< 
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Cyanogen is sometimes to be found among the products 
of the decomposition of nitrogenous organic matter in 
the presence of strong bases, particularly if the decom- 
position has been aided by heat. 

' Ferrecyanogen is a product of the decomposition of 
nitrogenous animal matters by heat, in the presence of a 
strong base and iron. 

fodine is very widely but sparingly diffused. 

Lead may sometimes be found in water that has been 
in contact with it, and in superphosphates; in this latter 
case it is derived from the sulphuric acid used in the 
manufacture of the fertilizer; it is also a common ingre- 
dient of pigments. 


Manganese occurs in nearly all soils, and is generally 
found, at least in traces, in plants, and whatever is pro- 
duced from them. 


Zine may occur in soils in the neighborhood of beds of 
zinc ore, and in the ashes of plants grown on such soils, 


If. 


SPECIAL METHODS OF QUANTITATIVE SEPARATION OF 
SUBSTANCES. 


Under this head a few special methods of quantitative 
separation of substances, that often occur in agricultural 
chemical analysis, are described with full details and di- 
rections, and in a manner convenient for reference. In 
this way much repetition is avoided in the chapters treat- 
ing of special analyses. | 

By consulting Table X, at the close of the book, the 
analyst may ascertain how much he will probably find of 
each of the constituents of the compound he is about to 
analyze, and, knowing the strength of his reagents, he 
can form some idea as to the quantities of these to be used 
to produce complete precipitation. 


§ 90. DESICCATION. 147 
DESICCATION. 


$0. One of the more frequent determinations in agri- 
cultural analysis is that of water, ash, and organic matter. 


In the elimination of water, or the desiccation of the 
substance or solution, the object may be to determine the 
hygroscopic water of the substance, or it may be the 
estimation of the total amount of solid matter in a solu- 
tion. 


a. For the estimation of hygroscopic moisture, dry the 
substance well in the air, so that it shall be thoroughly 
air-dried, or under a bell-jar over sulphuric acid, as may 
be directed in each special case; then heat a weighed 
quantity of it in a watch-glass in the steam or air-bath to 
the temperature indicated in each case, as long as it loses 
weight; while weighing the substance, it should be en- 
closed between two watch-glasses that fit well together 
by their ground edges. 

6. Sometimes, as in the case of gypsum containing no 
volatile matters but water, the substance can be ignited 
at once in a covered crucible. A gentle heat should be 
applied at first, and the temperature should be gradually 
raised, at least almost to a red heat in some cases. 


ce. When the substance contains a large amount of wa- 
ter, as in the case of the green parts of plants, it is best 
to dry a large, weighed quantity in a drying-chamber, at 
from 60° to 80° C., determine the loss of weight at this 
temperature, and then proceed as in a, with from 8 to 6 
germs. of this partly dried substance. 


d. Sometimes the substance to be dried contains other 
volatile ingredients, as ammonia for example; in this 
case the desiccation must be performed in a current of 
dry air, or an inactive gas, like hydrogen, by means of 
which the volatile products are carried into some absorb- 
ing solution. Procure a deep water-batn, through which 
a tube of the same material passes laterally, and projects 
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alittle beyond the sides ; weigh the substance out in a small 
porcelain or platinum boat, and insert the boat im a glass 
tube open at both ends, and drawn out and bent down at 
one end ; put this glass tube in the copper tube of the wa- 
ter-bath, immerse the end of the glass tube, that 1s bent 
downwards, in a measured quantity of standard sulphuric 
acid, and connect the other end with an apparatus from 
which dry hydrogen is evolved. Apply heat to the water- 
bath, and when the desiccation is completed, remove the 
boat, rinse the glass tube into the flask containing the 
acid, boil the acid a little to expel carbonic acid, that 
might have been carried over with the ammonia, and 
titrate with soda solution in the usual manner (§ 45, ¢). 

e. For the estimation of the amount of solid substances 
in a solution, evaporate a measured or weighed quantity 
on the water-bath, and dry the residue at the temperature 
indicated in each particular case; this temperature may 
range all the way from 100° to 180° C. 

2 If the liquid contains other volatile matters besides 
water, as in the case of urine, which may give off am- 
monia when heated, put it in a porcelain or a platinum 
boat, which has been previously about two-thirds filled 
with coarsely pounded and well-washed glass or coarse 
quartz sand, dried at 100°, and weighed, and carry on the 
evaporation as in the case of a solid evolving ammonia 
when heated (d). 

g. If the solution contains substances that are decom- 
posed at a temperature above 100°, and yet it is difficult 
to dry the residue left on evaporation of the liquid thor- 
oughly at that temperature, imbed the dish containing 
the residue in sand that is heated to 100° C., put the 
whole over a dish of concentrated sulphuric acid under 
the receiver of the air-pump, and exhaust the air; after 
the sand has cooled, repeat the process with a fresh quan- 
tity of heated sand, and so on as long as there is any loss 
of weight. 
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A. Tf the substance in solution is lable to form hard 
clumps on drying that retain water mechanically enclosed, 
and yet the residue cannot be heated much above 100 C., 
mix it with *|, or’|, of its weight of rather finely pulver- 
ized crystallized gypsum, or of pure ignited baric sul- 
phate, that has been artificially prepared, or with 3 or 4 
times its weight of well-washed fine sand. If gypsum is 
used, it should be tested beforehand, to see whether it 
loses any weight at 100°. The mixture should be well 
stirred as the evaporation approaches dryness. Heat the 
residue at 100° in. the usual manner as long as it loses 
weight. 


INCINERATION, OR ESTIMATION OF ORGANIC MATTER. 
£ 


91, The dried residues obtained in the preceding sec- 
tion are often examined for organic matter by ignition 
until this matter is burned away, or ¢neineration. 

a. The ignition is performed in a platinum dish or cru- 
cible at as low a temperature as possible, with provision 
for the access of air to the substance along the surface of 
the lid of the crucible, as directed for the incineration of 
filters (§ 40); or a piece of platinum foil may be bent so 
as to rest on the bottom of the dish and on the rim, and 
extend some distance beyond the latter. 

6. A portion of the original solid substance may be in- 
cinerated at once in the muffle furnace, as described in 
§ 123, ¢, under preparation of the ash of plants for analy- 
sis. Then, on subtracting from the loss of weight in this 
trial the amount of water in the quantity of substance 
taken, as may be calculated from the results of the esti- 
mation of hygroscopic water in another portion of the 
substance, the remainder will be the organic matter, or 
other volatile matter besides water. 


ce. A part of the carbon sometimes obstinately resists 
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combustion ; to eliminate this, one of two courses may 
be followed. 

1. Exhaust the mixture of ash and coal with hot water, 
collect the insoluble part on the filter, wash, dry, and ig- 
nite it; the coal will generally be found to burn much 
more readily after this treatment, and the ash can more- 
over be heated to a higher temperature than before with- 
out fear of loss. Add the ash so obtained to the aqueous 
extract and washings, evaporate to dryness, ignite gently, 
and weigh. 

Or, weigh the mixture of ash and unconsumed car- 
bon, determine carbonic acid (d@) in the whole or a por- 
tion of it, collect what is insoluble in the nitric acid in the 
determination of the carbonic acid, on a dried and weigh- 
ed filter, wash it well, dry at 110° C., weigh, ignite until 
the carbon is completely burned, and weigh again. The 
loss of weight gives the unburned carbon in that portion 
of the original ash taken; calculate the amount of coal 
for the whole quantity of the original mixture of ash, 
including carbonic acid and coal, and deduct it from the 
same. 

d. A portion of the carbon in the organic part of the 
substance ignited may remain behind in combination with 
the metallic oxides as carbonic acid; since this does not 
properly belong to the ash or inorganic part of the sub- 
stance, it should -be determined and deducted from the 
total pees of the ash. 

For this purpose estimate the carbonic acid (§ 60) in a 
portion of the ash, or the whole of it, according to the 
quantity in hand, calculate the amount for the whole 
quantity of the ash, if only a portion was used for the 
analysis, and deduct it from the same. 

A substance may, however, contain a notable quantity 
of carbonic acid before ignition, as, for example, a soil 
with carbonate of lime in it. In this case the ignited 
residue should be moistened with ammonic carbonate, 
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carefully dried, gently ignited, and weighed, and the 
operation must be repeated as long as there is any gain in 
weight, in order to be sure that there is at least as much 
carbonic acid in the substance after ignition as before. 
Then determine carbonic acid in the ash, or a portion of 
it, and in a portion of the original substance; the excess 
in the ash over what was in the quantity of substance 
taken is to be subtracted from the weight of the ash. 

e. Small quantities of organic matter, as In water, may 
be determined by the following volumetric process (Aubel, 
Fresenius’s Zeitschrift, 6, 252). 

Dissolve about 0.4 grm. of crystallized potassic per- 
manganate in 1 litre of water, and also 0,898 erm. of pure 
oxalic acid in 1 litre of water. 

Put 100 c.c. of distilled water and 10 c.c. of a dilute 
sulphuric acid, containing 30 grms. of concentrated acid 
in 100 cc, in a flask of about 300 c.c. capacity, heat the 
mixture to boiling, add 3-4 c.c. of the permanganate so- 
lution, boil the red liquid 5 minutes, remove the lamp, and 
add 10 c.c. of the solution of oxalic acid; potassic per- 
manganate is then cautiously added from a burette or pi- 
pette, with constant stirring, until a faint red color ap- 
pears throughout the liquid. The total amount of 
permanganate added, corresponding to the 10 c.c, of the 
oxalic acid solution, = 2 milligrammes. 

Now, to make a determination of organic matter in a 
sample of drinking water, for instance, boil 100 c.c. of the 
water in a flask of 400 or 500 c.c. capacity, down to *|, its 
initial volume, to decompose ammoniacal compounds that 
are very liable to be present in such a water, by means of 
the calcic carbonate that is also nearly always present; 
add distilled water until the original volume is nearly re- 
stored, and 10 c.c. of the dilute sulphuric acid; heat to 
boiling, add 5 or 6 cc. of the permanganate solution, and 
boil 5 minutes, whereby the red color should not be de- 
stroyed; then add 10 ce. of the oxalic acid, and restore 
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the red color by adding the permanganate solution from 
the burette as before. The permanganate added this time 
is consumed in oxidizing, not only the 10 c.c. of oxalic 
acid that was added to the solution, but also other organic 
matter, and therefore more permanganate will be required 
than when the oxalic acid was mixed with distilled water, 
as in the first experiment. Multiply the number of mill 
erammes of permanganate in this additional quantity of 
the solution used, by 5, for the organic matter, expressed 
in milligrammes. The determination is only an approxti- 
mate one, since different kinds of organic matter require 
different amounts of oxygen for their complete oxidation, 
while in the above estimation it is assumed that the same 
amount is consumed by the same quantity of organic mat- 
ter of whatever kind. 


92, Lstimation of Sulphur (and Chlorine) in Organic 
Compounds. 

Fuse 2 parts of a mixture of pure caustic potassa 
free from sulphuric acid (or chlorine) with ‘|, part of pure 
potassic nitrate in a silver dish, with the addition of a 
little water. When the mixture is cold, add 1 part (3 to 
4 germs.) of the finely pulverized substance, fuse the 
whole with constant stirrmg with a silver spatula, and 
continue the application of the heat until the mass has 
become quite white; if it does not readily become so, a 
little more potassic nitrate may be added. 

Dissolve the fused substance in dilute nitric acid, evap- 
orate to dryness, and eliminate silica (§ 58, a, 1), and in 
the filtrate from this, precipitate the sulphuric acid, into 
which the sulphur in the original substance has been con- 
verted by oxidation, with baric chloride (§ 59), or with 
baric acetate, if chlorine is to be determined in the filtrate 
from the baric sulphate; the chlorine in this filtrate is 
precipitated by argentic nitrate (§ 63, @). 

93. Separation and determination of Potassium, Sodi- 


SS - ) ee See 


— 
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um, Calcium, Magnesium, Aluminium, Iron, and Man- 
ganese, and Phosphoric and Sulphuric acids. 

This is one of the most frequently recurring separations 
in agricultural chemical analysis. | 

For the best general method of separation in each par- 
ticular case, the analyst will be referred to one of the ta- 
bles at the end of this section, in which the whole course 
to be followed will be marked out in a few words, while 
more detailed descriptions will be given in the following 
paragraphs of some of the necessary manipulations men- 
tioned in the table. 


A. Precipitation of alwmina, Al,O., ferric oxide, Fe,O,, 
and phosphoric acid (anhydride), P,O., and estimation of 
the two bases. 

If the substance contains a notable proportion of ov- 
ganic matter, this should first be destroyed in the solu- 
tion, and the iron completely oxidized to ferric oxide at 
the same time, by treatment with an active oxidizing 
agent. 


This oxidation may be effected by passing chlorine gas 
through the solution until it is nearly saturated ; if this 
course is followed, the solution should be heated after- 
wards, until the excess of chlorine is entirely expelled. 


Or, instead of using chlorine, the solution may be evap- 
orated nearly to dryness, and sodic or potassic hydrate 
added in slight excess, and sodic carbonate and a little so- 
dic or potassic nitrate; then dry the mixture completely 
in a platinum dish, and ignite the residue gently until the 
organic matter is destroyed ; exhaust the mass with water, 
treat it with dilute hydrochloric acid, add this solu- 
tion and the washings to the aqueous one, and proceed as 
directed below for the estimation of ferric oxide, etc. If 
a residue remains that is insoluble in hydrochloric acid, 
dry, ignite, and weigh it, and add the amount to the 
silicic acid already obtained, 

Wk 
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1. Case in which there is enough alumina and ferric 
oxide present to combine with all the phosphoric acid. 
The filtrate from the precipitate by sodic acetate, obtained 
in a qualitative test in the manner described below, gives 
no reaction for phosphoric acid with ammonic molybdate. 

To the not too concentrated solution add sodic carbon- 
ate with constant stirring, until a few scattered flakes of a 
precipitate remain permanent, heat to boiling, remove the 
lamp, and add immediately an excess of a boiling hot so- 
lution of sodic or ammonie acetate; this reagent precipi- 
tates all the Al,O,, Fe,O,, and P,O,; filter rapidly while 
hot, and wash the contents of the filter with boiling water, 
containing a little ammonic acetate; dissolve the precipi- 
tate, without drying it, in hot, dilute hydrochloric acid, 
wash the filter out well, mix the solution and washings by 
vigorous stirring, add water, if it is necessary, to bring 
the liquid to such a volume that it can be conveniently 
divided in two equal parts, and mix carcfully again by 
stirring, divide it accurately, precipitate one part with 
ammonia in slight excess, as directed for the precipitation 
of alumina (§ 51), filter, wash with hot water, dry, ignite 
precipitate and filter separately, and weigh; the result, 
multiplied by two, gives the total amount of Al,O,, Fe,O,, 
and P,O, in the undivided solution. 

Reduce the ferric to ferrous oxide in the other half of 
the solution, and estimate the iron with potassic perman- 
ganate ($ 52, 0) y or, as a sulphuric-acid solution is better 
adapted for that process, this half of the solution may be 
precipitated with ammonia also, and the precipitate wash- 
ed, and dissolved, without drying it, in dilute sulphuric 
acid. The amount of ferric oxide being estimated from 
the result, multiply by two and thus get the quantity of 
Fe,O, in the undivided solution. 

The difference between the total weight of A1,O,, 
Fe,O,, and P,O,, and the sum of the Fe,O,, as determined 
above, and the P,O, to be determined in another portion 
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of the solution and estimated for the amount of solution 
taken for this analysis, will give the Al,O,. 

2. In case there is not Fe,O, and Al,O, enough present 
to combine with all the phosphoric acid, more iron must 
be added, until a drop of the liquid, on a watch-glass, 
gives a reddish precipitate with a little ammonia, and the 
amount of iron so added is to be subtracted from the total 
amount found subsequently. This addition of iron is 
most conveniently made in the form of a carefully meas- 
ured quantity of an accurately titrated solution of ferric 
chloride (Fe,Cl,), about *|, the strength of the reagent or- 
dinarily used. Proceed then as in 1. 

B. The method of removing phosphoric acid by means 
of metallic tin admits of the determination, in a conven- 
ient manner, of this acid, and alumina, ferric oxide, man- 
ganous oxide, lime, and magnesia, in the same portion of 
the solution. 

On evaporating to dryness to remove silica, after moist- 
ening the dried residue with concentrated hydrochloric 
acid in the usual manner, add nitric acid, dilute with 
water, filter, wash the insoluble silica on the filter, evap- 
orate the filtrate and washings nearly to dryness, or until 
all the hydrochloric acid is expelled, dissolve the residue 
in concentrated nitrie acid, heat the solution to boiling in 
a beaker covered with a large watch-glass or an inverted 
funnel, and add pure tin in small grains, and in small 
portions at a time, to an amount about six times as great 
as that of the phosphoric acid supposed. to be present, di- 
gest the mixture 5 or 6 hours in a warm place, dilute and 
decant the clear supernatant liquid on the filter, and wash 
the precipitate, containing stannic oxide, stannic phos- 
phate, and perhaps some alumina and ferric oxide, several 
times by decantation with boiling dilute nitric acid, and 
finally with a little water; then digest it with ammonic 
sulphide, wash the undissolved aluminic hydrate and fer- 
rous sulphide first with hot ammonic sulphide, and then 
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with water to the successive portions of which less and 
less ammonic sulphide is added; dissolve it in dilute hy- 
drochlorie acid, and add the solution to the first filtrate 
from the stannic oxide, ete., containing the main part of 
the alumina and ferric oxide. 

The solution obtained by treating the precipitated 
stannic oxide and phosphate, ete., by ammonic sulphide, 
contains all the phosphoric acid (Lueber, Zeitschrift fiir 
die gesammten Naturwissenschaften, 1864, 298. Lresenius’s 
Zeitschrift, 4, 122) ; if its volume has been increased to a 
considerable bulk by the washings of the precipitate of 
aluminic hydrate and ferrous sulphide, concentrate it by 
evaporation, filter again if not clear, and precipitate the 
phosphoric acid with magnesia mixture in the usual man- 
ner (§ 61, a). 

In the filtrate from the precipitated stannic oxide and 
phosphate, etc., determine the bases, as directed in A, C, 
and D, except that, since the precipitate by sodic acetate 
in A contains no phosphoric acid, the difference between 
the total weight of the precipitate by ammonia, and the 
weight of the ferric oxide, as determined by potassic per- 
manganate, gives the alumina. 

The method is not applicable in the presence of hydro- 
chloric acid or chlorides. 

C. Precipitation of manganic binowide, MnO,, in the 
filtrate from the precipitate by sodic acetate in A. 

Heat this filtrate, which should be free from ammonic 
salts, and tolerably concentrated, to 50 or 60° C., and con- 
duct chlorine gas through it until it is saturated, or as long 
as any precipitate is formed; filter out the precipitate, add 
more sodic acetate to the filtrate, pass chlorine through 
again, and add this second precipitate to the first, if any 
is obtained. Wash the precipitated manganic hydrate 
first by decantation and then on the filter, dry this, sepa- 
rate the precipitate from it as completely as possible, burn 
it and dissolve the ash and the precipitate in concentrated 
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hydrochloric acid, remove any great excess of acid by 
evaporation, and precipitate the solution with sodic car- 
bonate. ($ 53.) | 

Heat the filtrate from the precipitate by chlorine as long 
as any odor of the gas is perceived. 

DPD. Precipitation of lime, CaO, and magnesia, Mg O, 
in the filtrate from the precipitate by sodic acetate (A) or 
by chlorine (C). Neutralize the solution with ammonia if 
it is acid, and proceed as directed in § 50 6 to precipitate 
lime with ammonic oxalate, and magnesia with hydric 
disodic phosphate. 

FE. Separation and determination of sulphuric acid 
(anhydride), SO,  Precipitate the acid with baric chlo- 
ride in the slightest possible excess, and preserve the 
washings with water alone, while those with cupric acetate 
may be thrown away. (§ 59.) 


F, Estimation of phosphoric acid (anhydride), P,O,, 
in the filtrate from the precipitate by baric chloride. 

Add ammonia in slight excess only, if much iron or 
aluminum is present, otherwise a mixture of ammonia and 
ammonic carbonate, as long as a precipitate is formed, 
digest the mixture a considerable time until the free am- 
monia is expelled, wash the precipitate well, dissolve it, 
without drying it, in nitric acid, and eliminate P,O, with 
ammonic molybdate. (§ 61. 0.) 

G. Elimination of the alkaline metals as chlorides. 

(1.) Precipitate SO, by the slightest possible excess of 
baric chloride, if this has not already been done; evapo- 
rate the mixture on the water-bath until most of the free 
acid has been removed, add pure milk of lime in slight 
excess, digest some time on the water-bath, and filter out 
the precipitated Fe,O, Al,O, MgO, and, SO, and P,O,. 
Wash the precipitate as long as the washings make argentic 
nitrate turbid, precipitate the excess of lime in the concen- 
trated filtrate and washings, by ammonic carbonate con- 


158 § 93. SPECIAL METHODS OF ANALYSIS. 


taining excess of ammonia, let the precipitate settle, filter, 
- evaporate to dryness, and ignite; dissolve the residue in 
water, and precipitate again with ammonia and ammonic 
carbonate, filter, evaporate to dryness, and ignite; .and re- 
peat this operation as long as these reagents cause any 
turbidity; finally, ignite gently, weigh the alkaline chlo- 
rides thus obtained, and determine potassium and sodium 
in the mixture by the indirect process (§ 46 qd), or, if greater 
accuracy is desired, precipitate potassium with platinic 
chloride (§ 46 6). 

(2.) Precipitate the SO, in the boiling solution with 
baric chloride in slightest possible excess, if this has not 
already been done, evaporate the mixture on the water- 
bath until most of the free acid is removed, add some wa- 
ter and then ammonia and ammonic carbonate as long as 
a precipitate is formed, and finally a little ammonic oxa- 
late, digest on the water-bath, filter, and wash the contents 
of the filter carefully. LEvaporate the filtrate and wash- 
ings to dryness (§ 37), ignite the residue to expel ammo- 
niacal salts, weigh roughly, and add a quantity of a con- 
centrated solution of pure owalic acid that contains enough 
of the acid to make quadroxalate with an amount of po- 
tassa equivalent to all the bases present, evaporate to dry- 
ness, and ignite again. By this process, magnesia and 
traces of lime, baryta, ferric oxide, etc., that may possibly 
be present, are rendered insoluble in water. ‘Treat the ig- 
nited residue with a small quantity of boiling water, throw 
it on a filter, wash it with several small portions of boiling 
water, as long as anything is dissolved, add hydrochloric 
acid in slight excess to the filtrate and washings, evaporate 
to dryness, and ignite the residue of alkaline chlorides 
gently, weigh, and determine potassium and sodium by 
the indirect process (§ 46 d), or with platinic chloride 
($ 46 Dd). 

If, when these chlorides are dissolved in water, a clear 
solution is not obtained, or if the solution has a basie re- 
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action, it should be evaporated to dryness and the residue 
treated with oxalic acid again. 

(3.) According to Stohmann (/resenius’s Zeitschrift, 5, 
306), potassium may be separated out at once by platinic 
chloride from a solution containing only alkalies and alka- 
line earths. 

Having precipitated the sulphuric acid completely as 
above in the boiling solution of about 10 germs. of the 
substance, filter out the precipitate if the quantity of it is 
large; if but small, let it remain in the liquid; dilute the 
liquid, when cool, to 1000 cc. and mix the whole thor- 
oughly together. To 100 c.c. of the clear solution add an 
amount of platinic chloride containing about 2 germs. of 
the metal, evaporate the mixture nearly to dryness, and 
proceed as directed for the separation of potassium and 
sodium by platinic chloride (§ 46 5). The method is based 
upon the fact that the double chlorides of calcium, barium, 
and magnesium, and platinum, are soluble in water and 
alcohol, as well as the double chloride of sodium and 
platinum. 

HT, Separation of phosphoric acid alone. 

(1;) Evaporate the hydrochloric acid solution, contain- 
ing no great excess of iron over the phosphoric acid, to 
dryness on the water-bath, to eliminate silica, moisten the 
perfectly dried residue with about 2 ¢.c. of concentrated 
hydrochloric acid, and, after a while, add about 10 c.c. of 
concentrated nitric acid (Sp. Gr. = 1.2) for every 0.15 
erm, of phosphoric acid supposed to be present, dilute 
with water, filter if necessary, and wash the residue of in- 
soluble silica; evaporate the filtrate and washings nearly 
to dryness, dissolve the residue in about half as much 
concentrated nitric acid as was added before, and proceed 
to precipitate phosphorie acid with ammonic molybdate 
(§ 61 5). (Fresenius’s Zeitschrift, 4, 404.) 

(2.) To the solution of the phosphate add ferric chloride 
in slight excess over the phosphoric acid, if there is not 
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already enough alumina and ferric oxide present, so that, 
when the solution is nearly neutralized with sodic hydrate, 
heated to boiling and precipitated with sodic acetate in 
excess, the filtrate gives no reaction for phosphoric acid. 

Nearly neutralize the solution with sodic hydrate or 
carbonate, heat to boiling, and add sodic acetate in excess, 
filter the mixture while hot, wash with boiling water con- 
taining a little ammonie acetate, dissolve, without igniting, 
in dilute hydrochloric acid, wash the filter out carefully, 
dilute the solution moderately, add rather a large quantity 
of citric acid, and then an excess of ammonia; if enough 
citric acid is present, the solution remains clear. Finally, 
add magnesia mixture to the solution, and precipitate 
phosphoric acid in the usual manner. (§ 61 a.) 

The solution should not contain too large an excess cf 
hydrochloric acid, and a great excess of citric acid must be 
avoided also. The method gives the best results when the 
proportion of phosphoric acid is large, as compared with 
the alumina and ferric oxide; if these oxides are present 
in large quantity, it may be necessary to re-dissolve the 
precipitate by magnesia mixture in hydrochloric acid, add 
citric acid, and re-precipitate the phosphoric acid by am- 
monia and a little magnesia mixture. 

(3.) In solutions containing a great excess of ferric oxide, 
it is better to reduce a portion of this, at least, to ferrous 
oxide before precipitation with sodic acetate. 

Heat the acid solution to boiling, remove the lamp, add 
a solution of sodic sulphite until the liquid is quite color- 
less, and sodic carbonate produces a white precipitate ; 
then boil the mixture as long as any odor of sulphurous 
acid is evolved, nearly saturate the acid with sodic carbon- 
ate, add a few drops of chlorine water, then sodic acetate 
in excess, and finally more chlorine water drop by drop, 
until the liquid is reddish, and boil; the precipitate con- 
tains all the alumina and phosphoric acid, mixed with but 
little ferric oxide; filter it out quickly, wash it with a lit- 
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tle hot water, and dissolve it, without ignition, either in 
nitric acid and eliminate phosphoric acid with the aid of 
ammonic molybdate (§ 61, 6), or in hydrochloric acid and 
precipitate the phosphoric acid with magnesia mixture in 
‘the presence of citric acid, as above. 

(4.) If there is a large proportion of phosphoric acid in 
the substance, and comparatively little ferric oxide and 
alumina, the nitric acid solution, obtained as in 1, may be 
treated with metallic tin, as described in BD. 


94, Schemes for the quantitative separation of K., Na., 
Ca., My., Fe., Al., Mn., P,O,, and SO,,. 

The purpose of these schemes is, to present a birds- 
eye view of the various courses to be followed for the 
separation of the bases and acids given in this list. 

For the details of the manipulation the analyst should 
always follow up the references given in the schemes and 
in § 95, unless he is perfectly familiar with these details, 
and knows them, as it were, by heart. 

The capital letters in the schemes refer to paragraphs 
in § 98, the small letters to other parts of the schemes 
themselves. 


162 


§ 94, 


i. 


SPECIAL METHODS OF ANALYSIS. 


PHOSPHORIC ACID IS OR IS NOT IN EXCESS OVER THE ALUMINA AND 
FERRIC OXIDE. 


Divide the filtrate from the silica in three parts, a, b, and ¢. 


1 


COs, filter. 


3. Eliminate K. and 
Na. as chlorides, 


(F.) 


a. 
by treat- 
ment with 
milk of 
lime, NH,- 
HO and 
(NH,)o- 
COs, filtra- 
tion, evap- 
oration to 
dryness, 
ignition. 
G1: 


p. 
by evapo- 
ration to 
dryness, 
ignition, 
addition 
of oxalic 
acid, igni- 
tion, solu- 
tion in 
water, fil- 
tration, 
and 
ignition. 
G, 2. 


a. b. 
1. Precipitate 80, 1, First add. Fe,Cl, in 
with BaCl, filter. (E.) slight excess over the P,- rately titrated solution 
2. Precipitate P,O;'0; if Al,O; and FeO; arelof FeCl, 
together with Fe,Ca, not already present in quantity (see A, 2) if 
etc., with NH,HO, or excess (see A, 1); then, Al,O; and Fe,O3 are not 
NH,HO and (NH,),-/eliminate the acid, 


a. 
by addition 
of NH,HO 
in slight ex- 
cess, diges- 
tion, filtra- 
tion, solu- 
tion of pre- 
cipitate in 
HNOs and 
precipita- 
tion of P.O; 
with (NH4)2- 
MoOs. 
EE: 


p. 
by addition 
of NaHO 


until nearly 
neutral, pre- 
cipitation 
with NaC.- 
'H,O02 (or use 
of NH,HO 
and NH,C,- 
H,0, if alka- 
‘lies are to 
be determ- 
ined in fil- 
trate); dis- 
solve pre- 
cipitate in 
HCl, precip- 
itate P.O; 
with mag~ 
nesia mix- 
ture and 
citrie acid. 
H, 2. 


2. Treat filtrate from 


precipitate by NH,HO in 
a or NH,C.H;0, in @ as trate a 
under a, if it is desired Mg. with Na,H, PO, 


to repeat the determina- 
tion of alkalies. 


c. 
| 1. First add an accu- 


in proper| 


already present in ex- 
cess over the P,O,; then 
add Na,CO; until nearly 
neutral, and precipitate 
|Fe, Al, P.O; with NaC,- 
H30,; dissolve precipi- 
jtate in HCl, divide in 
halves, precipitate one- 
half with NH,HO, filter, 
ignite,and weigh Al, Fe, 
P,O;. Determine Fe in 
other half with K.Mn,- 
Os, at once, or after pre- 
cipitation with NH,HO 
and solution in H,SOx,. 
A.) 

2. -First FIntrR. — 
(From the prec. by Na C- 
HzO). Concentrate and) 
‘precipitate Mn by Cl. 
(C.) 

3. SECOND FILtTR.— 
(from the pree. by Cl.) 
Concentrate, precipitate 
Ca with( NH,4)2C20, (D). 

4. Tuirp FILtrr.— 
(From the prec. by 
(NH4)2C,04.) Concen- 
and precipitate 


(D). 


ti. 


A LARGE EXCESS OF BOTH ALUMINA AND FERRIC OXIDE IS PRESENT. 
Divide the filtrate from the silica in three parts, a, b, and ¢. 


1. Precipitate SO; with Ba-| Treat this 


Cl and filte 


2. Eliminate K and Naas) directed in 
chlorides. 
a, 3. 


a. 


ee oA) 


See Scheme JI,! Scheme I 


b. 
Re 


portion as /rous 


|Al a 
little 
as un 


under e. 


phite (H,5), precipitate all 


1 

Cc. 
duce the ferrie to fer- 
oxide with sodie sul- 


nd P.O; together with 
Fe, and eliminate P.O; 
der a or 8, Scheme I, bd. 
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TEE. 


NO ALUMINA IS PRESENT, AND PHOSPHORIC ACID IS IN EXCESS OVER 
THE IRON. 


Divide the filtrate from the silica in two parts, a and b. 


a. b. 
Determine 1. Add an accurately titrated solution of Fe.Cl,, nearly 
SOs, PoO;,K,) neutralize the solution with Na,COs, precipitate Fe and 
and Na, as | P,O; with NaC, 2lT302 ( A); dissolve the precipitate in HCl, 
under a, divide solution in two equal portions, @ and 7. 


Scheme I. Sas 2B 
Determine Fe with per-| Determine P,0, with (NH,).- 
manganate (A.) Mo00Os (H, 1) or citric acid and 


magnesia mixture (H, 2). 
3. Determine Mn, Ca, and Me, in the filtrate from the 
precipitate by NaC2H,0x, as in 2, 3, and 4, under e¢, 
iScheme I. 


LY: 


NO ALUMINA OR MANGANESE IS PRESENT, AND PHOSPHORIC ACID IS IN 
EXCESS OVER THE IRON. 


Proceed as in ITI, except that the elimination of manganese by chlorine 
may be omitted. 


Vie 


TO DETERMINE ALL WITHOUT DIVIDING THE SOLUTION. 


1. To the filtrate from the silica add the titrated solution of ferric 
chloride, if necessary, (see § 95, A, 2), nearly neutralize the solution with 
(NH,)2COs, precipitate Fe, Al, and P.O;, with NH,C.H3O2, dissolve the 
precipitate in HCl, and divide the solution in two equal portions; pre- 
cipitate one portion with NH,HO, and get total Al, Fe, and P.O;; heat 
the ignited residue in a mixture of 8 parts of concentrated sulphuric 
acid and 8 parts of water, add water, and determine Fe in this solution 
with potassic permanganate (A); eliminate P,O; in the other portion of 
the solution, with the aid of ammonic molybdate, or magnesia mixture 
in the presence of citric acid. (H.) 

2. First FILTRATE. (Prom the precip. by NH,C.H302.) Evaporate 
to dryness and ignite the residue until ammonic salts are completely ex- 
pelled; dissolve in water acidified with HCl, nearly neutralize the solu- 
tion with Na,CO;, add NaC.H;0.,’and precipitate Mn by Cl. (C.) 


3. SECOND FILTRATE. (From the precipitate by Cl.) After removing 
excess of Cl by heat, precipitate Ca with (NH4)2C2.0,4. (D.) 

4. Tuirp Fintrate. (From the precip. by (NHy)2C204). + Precipitate 
SO, with BaCl, (E.) 
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5. Fourty Fintratr. (Prom the precip. by BaCl.) Remove excess 
of Ba with (NH4). CO;3, evaporate filtrate to dryness, ignite, treat with 
H,C,0,, (see G, 2), ignite, exhaust with water, and treat this solution for 
the estimation of the alkalies, as»directed for the treatment of the cor- 
responding solution in G, 2. 

6. Dissolve the residue that has been exhausted by water as above, in di- 
lute HCl, filter if necessary, and precipitate Mg in the filtrate with Na,H 
PO, (§ 50, a). 


VI. 


TO DETERMINE ALL EXCEPT MANGANESE, WITHOUT DIVIDING THE 
SOLUTION. 


Proceed as under V, except that the evaporation to dryness, ignition, and 
treatment with Cl for the estimation of Mn, are to be omitted. 


Valle 
TO DETERMINE ALL EXCEPT MANGANESE AND PHOSPHORIC ACID, WITH- 
OUT DIVIDING THE SOLUTION. ' 


Proceed as under VI, except that no Fe.Cl, need be added, and that one 

portion of the solution of the precipitate by NH,C.H,O, is to be used for 

the estimation of the sum of the Fe and Al only, and the other portion 
for the determination of Fe. (A.) 


VII. 


TO DETERMINE ALL EXCEPT ALUMINIUM AND MANGANESE WITHOUT 
DIVIDING THE SOLUTION. 


Proceed as under VI, except that one portion of the solution of the pre- 
cipitate by NH4yC.H;0.2 is to be used for the estimation of Fe, and the 
other for that of P.O;. (A, H.) 

LX, 


DETERMINATION Or ALL, AND ELIMINATION OF PHOSPHORIC ACID BY 
THE TIN PROCESS. 


Divide the filtrate from the silica in two parts, a and b. 


a. b. 
1. Precipitate) 1. Treat the concentrated nitric-acid solution wi 
SO, with BaCl,'Sn, this precipitate by NH,HS, and thesolution so ob- 
and filter. (E.) tained with magnesia mixture (B). 
2. Eliminate K| 2. First Filtr. (From the precip. by Sn.) Precipi- 
and Na as chlo-|tate Fe and Al by NaHO and NaC,H;0s., dissolve the 
rides. (See |precipitate in HCl, divide solution in two equal parts, 
Scheme I, a, 5.)|precipitate one part by NH,HO to get total Aland Fe, 
and determine Fe in the other part. (A). 
Second Filtr. (From the precip. by NaC,H30s.. ) 
Treat this for the estimation of Mn, Ca, and Mg, as in 
Scheme I, under e, 2, 3 and 4. 
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a.& 


TO DETERMINE ALL EXCEPT MANGANESE, WITHOUT DIVIDING 
SOLUTION. 


THE 


a. Eliminate P.O; from the filtrate from the silica, by means of Sn 
(VIII, b). 


b. First Filtr. (From the precip. by Sn.) Precipitate Al and Fe with 
NH,H0 and NH,C.H;0., and treat this precipitate as directed for the 
treatment of the corresponding one by NaC,H,0, in VIII, b. 


e. Second Filtr. Treat this, for the estimation of Ca, SO3, K, Na, and 
Mg, as directed in Scheme V, 3, 4, 5 and 6, 


CHAPTER V. 


ANALYSIS OF SOILS AND ROCKS. 


it 
SOILS. 


95. The following general method of analyzing soils, 
by Emil Wolff, was approved at the annual meeting of 
German Agricultural Chemists in Géttingen, in 1864, 
and is given in full in his work on agricultural analysis, 
referred to in the preface. 

In his introductory remarks, Prof. Wolff writes: “Of 
course it is not essential that the experienced chemist 
should follow strictly all the methods for the separation 
and quantitative estimation of particular components of 
the soil, that are given here as guides for the beginner 
in chemical analysis, and are used by me; those methods 
may be modified in many cases without impairing the 
accuracy of the analytical work. But it zs necessary 
that all chemists who undertake accurate analyses of 
soils should agree to follow the same course in regard to 
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certain important points, in order that the results ob- 
tained by different workers may be comparable with 
each other, or possess any lasting practical, or scientific 
value. 

“ Such essential points, concerning which agricultural 
chemists should aim to agree, are, the manner in which 
the sample of the soil is to be taken from the field, the 
preparation of the same, and the quantity to be taken 
for analysis, the manner of performing the mechanical 
silt (Schlamm) analysis, the methods of determining the 
coefficients of absorption of the more important elements 
of plant-food, and, above all, the preparation of the solu- 
tions or extracts of the soil that are to be subjected to 
chemical analysis.” 

He says also in another place: 

‘“ Although I recognize the need of a large number of 
full and complete analyses of soils, and of improving or 
amplifying some of the methods given here, in order to 
perfect our scientific knowledge of the soil, yet an abridg- 
ment of the following course will usually answer for all 
practical purposes ; for such an abridged course, it will be 
sufficient, for example, to examine only that part of the soil 
that is soluble in cold or hot concentrated hydrochloric 
acid, with perhaps the addition of a mechanical analysis; 
but even in this case, the previous preparation of the soil 
and of the solutions to be analyzed should be made in 
accordance with the directions given below, at least until 
other methods become as generally approved and adopted.” 


PREPARATION OF THE SAMPLE FOR ANALYSIS. 


96. Make an excavation in the soil 30-50 cm. deep, or 
through to the subsoil, and 30-50 cm. square, with one 
side as nearly vertical as possible, and take a slice from 
this side of uniform thickness throughout, weighing 4-5 
kilos. ‘The subsoil lies below the depth generally reach- 
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ed by the plough, and is usually readily distinguished 
from the upper soil by. its- physical characters, among 
which a lighter color is prominent, owing to the absence 
of humus. If this subsoil is to be examined, a sample 
of it should be taken out in the same manner as directed 
for the upper soil, to the depth of about 60 cm., and the 
depth of the cavity noted. 

The sample is taken, according to the object of the 
analysis, either 

a, from one or from several spots in the field, in order 
to subject each sample to a separate analysis; or 

b, for an average representation of the soil of the whole 
field; in this case, several portions of earth are taken 
from points distributed in a regular manner over the 
field, all of which are most carefully mixed together, and 
4—6 kilos. of the mixture, free from any large stones, are 
preserved as the average sample. 

If the character of the soil varies materially in differ- 
ent parts of the field, samples from several spots should 
be analyzed separately. 

A small portion of the sample should be put at once in 
a well-stoppered bottle; the remainder may be allowed 
to become air-dried, by exposing it in a thin layer, in 
summer, to the common temperature in the shade, or, in 
winter, to that of a warm room, or a moderately warm 
drying-chamber, heated to 80°-40° C.; in either case it 
should be carefully protected from dust. 

At the time of taking the sample of the soil, obser- 
vations should be made in regard to the following points: 


a. The geognostic origin of the soil. 

b. The nature of the underlying strata, to the depth 
of 1-2 metres, if practicable. 

e. The meteorology of the locality—by consulting me- 
teorological records, if possible; otherwise, by the general 
opinion of the neighborhood; in this connection, the 
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height of the locality above the level of the sea should 
be noted also. 


d. The management and rotation of crops in previous 
years. 
e. The character of the customary manuring. 


f. The amount of the crops removed in the preceding 
year, and, if possible, the average amount of each of the 
more important crops yielded by the field. 


g. The practical judgment of neighboring farmers in 
regard to the field. 


Having taken the sample to the laboratory, separate 
the stones and larger pebbles from the finer parts by the 
hand, or by sifting with a very coarse sieve, and examine 
them with reference to their mineralogical character, 
weight and size, making note, in this last respect, of the 
number that are as large as the fist or larger, the num- 
ber as large as an egg, a walnut, hazel-nut, and pea, or 
give the percentage of each by weight. 

Pulverize the air-dried soil in a mortar with a wooden 
pestle, and separate the fine earth out by a sieve with 
meshes 3 mm. wide; this sieve should have a tightly fit- 
ting cover of sheep-skin stretched over a hoop, and it 
should be covered in the same manner underneath, so 
that no dust can escape during the process of sifting. 


Wash the pebbles and vegetable fibres remaining on 
the sieve with water, dry and weigh the residue, and ex- 
amine the pebbles mineralogically ; the water with which 
this gravel was washed should be evaporated to dryness 
at a temperature not exceeding 50° C, towards the close 
of the evaporation, and the residue mixed with what 
passed through the dry sieve. 

This sifted jine earth is reserved for all the processes 
hereinafter described, and is kept in well-stoppered bot- 
tles, marked air-dried jine earth. 


——— oo 
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SILT ANALYSIS. 


97, This air-dried fine earth may be separated, still 
further, into portions of different degrees of fineness by 
a series of sieves, or, in a quicker and better manner, by 
the process of silé analysis. 

a. To perform this with Nobel’s apparatus (fig. 6), 
weigh out 30 grms. of the air-dried soil, and boil it for a 
long time with water, until the lumps are completely 
broken up; the operation may be facilitated by gentle 
trituration with a small pestle; in the case of very sandy 
soils, it will be finished in half an hour, but for very 
heavy clay soils, two or three hours may be required. 

When this is completed throw the whole mixture of 
soil and water on a sieve with meshes 1 mm. wide, rinse 
the residue on the sieve well with water, dry it at 100° C., 
and weigh it; that which passes through the sieve, and 
the washings, are reserved for the silt analysis proper. 

The water reservoir of Noébel’s apparatus should hold 
about 10 litres, and the siphon tube that enters it should 
extend down just far enough to allow 9 litres of water, 
and no more, to flow out; the other arm of the siphon 
should be 60 cm. long, and should have just as large a 
_ bore as the tube of the funnel with which it is connect- 
ed. The relative capacities of the four silt funnels, Nos. 
1, 2, 3, and 4, are 1: 8: 26: 64; together, they hold 5 
litres; the mouth of the largest funnel where the water 
finally flows out of the apparatus should be provided 
with a tube drawn out toa point, that is filed off until 
the orifice is of such a size that, when all the funnels are 
filled with water, and the connection with the reservoir 
is made as above directed, 9 litres will flow through in 
exactly 40 minutes. 

A large flask or beaker must be provided to receive 
the water as it flows out of the largest funnel. 

The fine earth, that passed through the sieve with 
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meshes 1 mm. wide, is stirred up with water; in case 
there is reason to suppose that funnel No. 2 will not hold 
all this mixture of soil and water, a part of the latter, 
holding only the finest particles In suspension, may be put 
in funnel No. 3; then pour the rest of the mixture, just 
after it has been well stirred, into the second funnel, 


Fig. 6. 


while any very coarse sand remaining in the beaker may 
be rinsed into the first funnel; but it is better to put the 
whole in the second funnel, if possible. 

All the funnels are then filled with water, the connec- 
tions carefully made between them with gum tubing, and 
the siphon leading from the reservoir is filled and con- 
nected with the smallest funnel. As soon as 9 litres of 
water have passed through, the connection with the 
reservoir is closed by means of a clamp on the gum tube. 

The whole apparatus is then allowed to stand about 
five hours, until the solid matters in the funnels have 


oe 


a. eae ee 


aS 


OT 


Ricks? 


§ 97. sILT ANALYSIS. 171 


settled to the bottom; then draw off the clear supernat- 
ant liquid from each funnel with a siphon, and transfer 
each portion of the sediment to a separate evaporating 
dish, except that the contents of funnels 1 and 2 should be 
mixed together; dry each portion at 125° C., and weigh 
it. After this, ignite each one and weigh again, and 
thus determine the amount of organic matter in it. 

By this operation the soil is separated into at least five 
portions, of different degrees of fineness. 

1. The residue on the sieve. 

2. The contents of funnel No. 2. 

3. ce , 66 ‘74 66 No. 3. 

4, 66 66 66 66 No. 4. 

5. The sediment deposited from the water that flowed 
through the whole apparatus, and the still finer portions 
remaining suspended in the water even after several 
hours. These two may be separately determined, if it is 
desired, by collecting, drying, and weighing the sediment 
that is deposited after several hours, and then estimating 
the still finer portion that remains in suspension, together 
with the hygroscopic water of the soil, by the difference 
between the 30 grms. of soil taken originally, and the 
sum of these five residues; then on subtracting from 
this remainder the hygroscopic water, as determined in 
another portion of the soil, we have the weight of the 
sixth portion; or, the fifth and sixth may be estimated 
together, in a similar manner, and without collecting the 
sediment deposited in the beaker. 

To clarify this liquid more speedily, A. Miller (Jour- 
nal fiir Prakt. Chemie, 95,92; Hresenius’s Zeitschrift, 
5, 248) recommends the following process. _ Prepare a 
solution of an ammoniacal soap, with the aid of stearic 
acid, ammonia, and alcohol, add it to the turbid liquid 
until the mixture gives considerable foam when violently 
agitated, then acetic acid until the reaction of the liquid 
is decidedly acid, and stir or shake the whole vigorously; 
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the fatty acid that is set free by the acetic acid envelopes 
the fine particles of earth, and the flocculent sediment 
can be filtered out without difficulty. The fatty acid 
may then be removed from the other solid matters, with 
which it is mixed, by ignition, or by treatment with alco- 
hol, and the residue will represent the finest portion of 
the soil. 

6. The following method of silt analysis, by Dietrich 
(Fresenius’s Zeitschrift, 5, 296) is preferred by some to 
that described above; the apparatus may be easily con- 
structed out of the ordinary stock of the laboratory. 

The water is caused to flow, under a constant pressure 
of 1 metre, through a series of four tubes of different 
sizes, and inclined to the horizon at different angles, as 
follows; _ 


Number Angle between tts axis 
of Length. Diameter. and a 
the tube. horizontal plane. 
if 17 em. 2.8 cm. 90° 
2 34 4 ef 67:52 
3 ily he Bey OE 45° 
4 artis pet G24 nett 22.5° 


.Each tube is drawn out at one end so that a rubber 
tube can be attached to it, while the other end is closed 
with a rubber cork, through which a short glass tube 
passes ; each tube is connected with the next larger one 
by a rubber tube passing from the corked end of the 
former, which is at the same time the upper end, to the 
lower, tapering end of the latter, and the water flows 
from the upper end of one tube to the lower end of the 
next larger one. Each rubber tube is cut in the middle 
of its length, and the cut ends are connected together by 
a short glass tube ; each rubber tube also has a clamp on 
it, by means of which the flow of the water can be regu- 
lated. The 380 grms. of soil, prepared as for the silt 
analysis with Nobel’s apparatus, are put in the first 
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tube, and the flow of the water through the apparatus is 
continued until it comes away from the last tube tolera- 
bly clear. The remainder of the operation is conducted 
in the same manner as when using Nobel’s apparatus. 


THE CHEMICAL ANALYSIS. 


§8, The soil for this analysis should always be taken 
in its natural, air-dried condition, without previous igni- 
tion to expel the organic matter, since the ignition may 
at the same time alter very materially the effect of the 
agents employed for solution. 


a. Hygroscopic water and other volatile matter.— 
Determine the amount of water expelled at 100° C. from 
10 germs. of soil (§ 90), and then ignite the dried residue 
to determine water chemically combined or otherwise re- 
tained at 100° C., humus, and volatile mineral substances 
(§ 91); the ignited residue should be treated with am- 
monic carbonate, if a qualitative test reveals the presence 
of carbonic acid in the soil, and carbonic acid should be 
determined in the ash (§ 91, d). 

A. Miiller allows but little value to this estimation of 
water of hydrates in the soil, and organic matter, even 
when combined with the determination of carbonic acid 
both before and after ignition. 


b. Estimate carbonic acid in 5-10 grms. of soil, dried 
at 100° (§ 60, 3). 

c. Determine the total nitrogen in 5-10 germs of soil, 
dried at 100°, by combustion with soda-lime (§ 85). 


A. Miiller mixes the soil with about an equal quantity 
of caustic potash or soda, instead of swith soda-lime, but 
fills the rest of the tube with soda-lime in the usual man- 
ner; in this way he avoids the use of very long combus- 
tion-tubes. 

If much nitrate is present in the soil, and but little hu- 
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mus, it will be safer to add 0.2-0.4 grm. of pure cane 
sugar to the sample in which’ nitrogen is determined; 
otherwise some of the nitrogen may escape conversion 
into ammonia; a small partion of the sugar should be 
ignited by itself with soda-lime, either to determine the 
amount of nitrogen it contains, or to be sure of its free- 
dom from that impurity. 

d. In order to determine the solubility of the various 
elements of plant-food in the soil, it is necessary to treat 
it successively with different solvents, and with these of 
various degrees of strength; in order that the results ob- 
tained by different chemists may be compared with each 
other, it is absolutely essential that these solvents should 
be applied in the same order and in the same manner. 

A convenient and useful order is the following: 

1. Cold, distilled water, *|, saturated with carbonic 
acid, 

2. Cold concentrated hydrochloric acid (Sp. Gr. = 1.15). 

3. Boiling concentrated hydrochloric acid of the same 
strength. 

4, Hot concentrated sulphuric acid. 

5. Hydrofluoric acid. 

The solutions obtained by the treatment of the soil 
with these agents in succession will be found to differ 
very much in their composition, and to yield data for 
very interesting deductions in regard to its natural fer- 
tility. . | 

Unless, however, a very complete analysis is desired, 
but one of these solutions, viz., that in cold concentrated 
hydrochloric acid, need be examined quantitatively ; next 
to this, the solution jn hot hydrochloric acid is of great- 
est importance; we shall, therefore, consider the treat- 
ment of these first of all. 


Solution in Cold Concentrated Hydrochloric Acid. 
99, Put 450 germs. of air-dried soil in a large, glass- 
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stoppered bottle, and pour over it 1500 c.c. of pure con- 
centrated hydrochloric acid (Sp. Gr. = 1.15), and shake 
the mixture frequently during a digestion of 48 hours, at 
the common temperature of the working-room; then let 
it stand until 1000 c.c. of at least a tolerably clear liquid 
can be poured off or drawn off with a siphon; this quan- 
tity of the solution represents *|, of 450 grms., or 300 
grms. of the soil taken for the analysis; dilute the liquid 
with its volume of water, and filter it. 

If the soil contains a very large proportion of calcic 
carbonate, the cold acid soluticn may be filtered off after 
dilution with its volume of water, and the whole quan- 
tity used for the analysis, representing the whole of the 
soil taken; in this case, wash the insoluble residue care- 
fully first with cold and then with hot water, dry it at 
100° C., and weigh, to determine the proportion of the 
soil insoluble in cold acid; 5-10 grms. of this may be 
ignited, to determine the organic matter in the insolu- 
ble portion; then reserve the rest for treatment with so- 
dic carbonate, to determine soluble silica, and with hot 
concentrated acid. 

Evaporate the solution to dryness with the addition of 
a few drops of concentrated nitric acid towards the close 
of the evaporation, to oxidize ferrous oxide and organic 
matters, and eliminate silica (§ 58, a, 1). 

Dilute the filtrate from the silica to 1000 ¢.c., and 
analyze it according to Scheme IL, $ 94, taking 400 c.c. 
for a, 200 for 6, and 400 for e. 

In 0, a slight insoluble residue often remains, on dis- 
solving the precipitate by sodic acetate in hydrochloric 
acid; in this case, dry the residue, ignite it and the filter, 
digest the ash a long time with concentrated hydrochloric 
acid, filter if necessary, and add the filtrate to the re- 
mainder of the solution of the precipitate by sodic ace- 
tate in hydrochloric acid, ignite and weigh the insoluble 
residue, if there is any, and add it to the silicic acid. 
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If the soil is very rich in organic matter, it will be bet- 
ter to treat 500 c.c. of the solution with sodic carbonate 
and potassic nitrate, or with chlorine, as directed in 
§ 93, A, and use *|, of the solution finally obtained for 6, 
omitting, of course, the determination of the alkalies 
in this portion of the solution unless the oxidation was 
effected with chlorine, and *|, for e. 

Sometimes, however, when there is not a very large 
proportion of organic matter present, and the above 
treatment for oxidation is not followed, traces of organic 
matter are contained in the solution of ferric oxide ob- 
tained in 6, for estimation with permanganate; where 
great accuracy is required therefore, it would be well, 
after having titrated the ferric solution once, to reconvert 
the ferric oxide into ferrous, with zinc or sulphurous 
acid, titrate the solution again, and to repeat this until 
a constant result is obtained. The same mode of pro- 
cedure should be followed, also, in estimating the strength» 
of the permanganic solution. 

In accurate soil analyses, the phosphoric acid should be 
estimated twice. 

In a complete soil analysis, it is desirable to determine 
the silicie acid, which, after treatment of the soil with 
cold concentrated hydrochloric acid, is soluble in a con- 
centrated solution of sodic carbonate. 

For this purpose, take 5-10 grms. of the residue that 
was insoluble in the acid, in case of a soil rich in carbon- 
ates; or, digest 25 grms. of the air-dried soil with three 
times the quantity of cold concentrated acid, 48 hours in 
the cold, filter, and wash the contents of the filter perse- 
veringly, first with cold and afterwards with hot water, 
and use this residue. 

Boil this insoluble substance and also an equal amount 
of the original air-dried soil, with sodic carbonate, in the 
manner described for the separation of sand and silica 
(§ 58, a, 2). The difference between the amounts of 
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silicic acid dissolved in the two cases furnishes a means, 
of estimating the extent of the action of the cold acid on 
the silicates in the soil. 

Treatment of the Seil with Carbonated Water. 

100. To determine only the total quantity of organic 
and inorganic matters in the soil, soluble in water con- 
taining carbonic acid in solution, without reference to the 
composition of the dissolved substances, put 500 grms. 
of air-dried soil in a flask that can be well stoppered, and 
pour over it as much carbonated water as will make, to- 
gether with the hygroscopic watcr in the soil, 2000 c.c. 
The water should be *|, saturated with carbonic acid, by 
saturating 500 c.c. at the common temperature and press- 
ure, and mixing this with 1500 c.c. of pure water. When 
thus prepared, the water is more nearly like that in the 
soil, whose action we wish to imitate. » 

Leave the soil and water in contact with cach other 
three days, with frequent agitation, then pour off 1000 
¢.c. of as clear a liquid as possible, representing 250 grms. 
of soil, and filter through a double filter, while keeping 
the funnel well covered with a glass plate. Evaporate 
the clear filtrate to dryness at a temperature below boil- 
ing, dry the residue at 125° C., weigh, ignite, and after 
treatment several times with ammonic carbonate and 
gentle ignition, weigh again. The difference between the 
two weights gives the amount of organic matter dissolved 
by the carbonated water. 

The carbonic acid is determined in the ignited residue, 
as in § 60. 

If a detailed chemical examination of the solution in 
carbonated water is to be made, at least 1500 grms. of 
soil must be taken instead of 500, and the water in the 
same proportion. After three days, pour off 4000 c.c. of 
the clear supernatant liquid, representing two-thirds of 
the soil, let it stand 24 hours in well-closed and full 
bottles, filter as directed above, and without disturbing 
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.the sediment at the bottom of the bottles. Hf a clear 
filtrate is not obtained in this way, it must be evaporated 
down to 400 or 500 c.c., just barely supersaturated with 
hydrochloric acid while still hot, and then filtered again, 


Evyaporate the solution to dryness, with the addition 
of a few drops of nitric acid towards the close of the 
evaporation, to peroxidize the iron and destroy organic 
matter, and eliminate silicic acid. (§ 58, a, 1.) 


Treat the filtrate from the silica as in Scheme I., § 94. 
Alumina, ferric oxide, and phosphoric acid, are usually 
present, however, in such small quantities in this solution, 
that it is hardly worth while to determine at least the 
first two. ; 

Interesting results may be obtained by the successive 
treatment of the same portion of soil with carbonated 
water, and a chemical examination of each solution; the 
proportion may thus be learned in which the more im- 
portant elements of plant-food are taken up by the suc- 
cessive aqueous extracts, and data are obtained for esti- 
mating, not only the general richness of the soil in 
valuable elements of plant-food, such as phosphoric acid 
and potassa, but also the relation between the immediate 
fertility of the soil and the durability of its fruitfulness. 


A very great decrease in the amount of the elements 
of plant-food in the second and third extracts, as com- 
pared with the first, would indicate that the fertility of 
the soil would be very much lessened in a single season. 
If, on the contrary, there is but little diminution observ- 
ed even in the fifth extract, the power of the soil to 
produce crops will probably remain about the same, year 
after year, for a long time. 

To obtain these successive extracts, replace the 4000 
c.c. that were poured off for the first extract, by an equal 
quantity of fresh water 4 saturated with carbonic acid as 
before, let stand three days with frequent shaking, pour 
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off 4009 c.c. again, and repeat this operation for the third 
and fourth time, or even more, as may be Gesired. 

Ulbricht found, that after the third or fourth extract, 
the amount dissolved, at least by distilled water free from 
carbonic acid, remained nearly constant, and that the 
composition of one of these last extracts would furnish 
the means for estimating the lasting fertility of the soil. 

It will usually answer to examine quantitatively the 
first, third, fifth, and seventh extracts by carbonated 
water. 

Interesting results may be obtained also by treating 
the soil in the manner above directed with water contain- 
ing 0.5 grm. of ammonic chloride in the litre, in addition 
to the usual charge of carbonic acid. 

Treatment of the Soil with Hot Concentrated 
Hydrochloric Acid. 

101. If the soil contained avery large proportion of 
calcic carbonate, the residue insoluble in cold acid may 
be treated with hot acid; otherwise the separation of the 
insoluble from the soluble part by filtration is too diffi- 
cult, and it is better to begin with a fresh portion of soil. 
Pour 300 c.c. of concentrated acid over 150 grms. of the 
air-dried soil, or over the whole of the residue insoluble 
in cold acid in case carbonates were present in large 
quantity, in a large flask, add a few drops of nitric acid 
to oxidize slimy matters that might obstruct the filter, 
heat to boiling with constant agitation, and continue to 
boil gently for exactly an hour; dilute the solution with 
twice its volume of water, and, after letting the mixture 
stand quietly for a short time, decant the liquid into a 
filter that is double at the bottom; treat the insoluble 
residue in the flask at least three times with boiling wa- 
ter, filter the liquid each time, and finally bring the resi- 
due itself on the filter, and wash it thoroughly with boil- 
ing water. 

Evaporate the solution and washings to dryness, with 
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the addition of a few drops of nitric acid towards the 
close of the evaporation, to destroy organic matter and 
oxidize ferrous salts, and eliminate silica. (§ 58, a, 1.) 

Examine the filtrate from the silica, which is to be 
made up to 1000 cc. and well mixed, according to 
Scheme IL, § 94. 

Or, in order to have a larger quantity of solution for 
the determination of phosphoric and sulphuric acids, the 
analysis may be performed by Scheme I., in which @ and 
6 may be united, and the sulphuric acid determined as 
usual, while half the filtrate from the precipitate by 
ammonia for phosphoric acid will answer for the determi- 
nation of the alkalies. 

Examination of the Residue Insoluble in Hot Hydro- 
chioric Acid. 

102. Dry it, and remove it from the filter as completely 
as possible, burn the latter, and weigh ash and residue, 
and separate the carefully prepared mixture of the two 
into three accurately weighed portions of 10 grms. (@), 
10-15 germs. (6), and 15-20 grms. (c). 

a. Ignite this portion, to determine the amount of min- 
eral matter insoluble in the hot acid. 

b. In this portion determine the silica soluble in ear- 
bonated alkali. (§ 58, a, 2.) 

c. Pour five times its weight of concentrated sulphuric 
acid over this portion, heat until the excess of acid is 
removed, and the residue forms a light, dry powder; the 
evaporation of the acid should be performed slowly and 
with constant stirring, and should require from six to 
eight hours. Moisten the residue freely with concentrat- 
ed hydrochloric acid, remove this acid by long heating in 
the water-bath, boil the residue repeatedly with water to 
which a little hydrochloric acid has been added, filter, and 
wash the insoluble residue carefully. 

Examine the solutions and washings, after concentra- 
tion, according to Scheme VIL, § 94. 
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The amount of lime is usually small. Wolff directs 
that the filtrate from the precipitate of calcic oxalate be 
evaporated to dryness, the residue ignited gently in a 
platinum dish, to expel ammoniacal salts, dissolved in di- 
lute acid, and any silicic acid that may appear as an in- 
soluble residue be filtered out; then add ammonia in 
slight excess to the filtrate, filter out any flocculent pre- 
cipitate of alumina that may also appear, and finally de- 
termine sulphuric acid with baric chloride. 

This treatment of the soil with sulphuric acid serves 
to determine the amount of clay in it, and Wolff has 
found, by repeated trials, that the clay is completely 
decomposed if the operation is carefully performed. He 
gives importance to the determination, for it furnishes data 
for controlling the results obtained by the silt analysis, 
and because it gives valuable information in regard to 
the degree of insolubility of the other constituents of the 
soil, and particularly the alkalies. 

The process is a good connecting link between the 
treatment with hydrochloric acid on the one hand and 
hydrofluoric acid on the other. 


Examination of the Residue Undecomposed by Sul- 
phuric Acid. 

103. a. Dry this residue at 100°, burn the filter by it- 
self, and weigh the ash and residue; mix them well to- 
gether, and, in half of the mixture, determine silica solu- 
ble in alkaline carbonates. (§ 58, a, 2.) The silicic acid 
thus found, together with the small quantity in the 
hydrochloric and sulphuric acid solutions, gives, in con- 
nection with the alumina found in the same solutions, 
an approximate estimate of the pure anhydrous clay in 
the soil. This amount of silicic acid is, in general, too 
large in proportion to that of the alumina, for a part of 
it was combined with ferric oxide, lime, ete. 


The clay that is decomposed by the sulphuric acid 
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aloneis very nearly pure, while it is that which is dissolved 
by the hydrochloric acid that contains too much silica. 

Ignite the other half of the residue, to determine the 
amount of mineral matters insoluble after treatment with 
sulphuric acid. 

Pulverize the ignited mass very finely in an agate 
mortar, separate the finer from the coarser portions by 
levigation (§ 86) with distilled water, pulverize the coarse 
part again, and repeat the levigation; when in this way 
the whole is reduced to the finest possible powder, evap- 
orate the water to dryness with the matters in suspension 
in it, weigh out 8-4 germs. of the well-dried residue, and 
treat it with hydrofluoric acid or ammonie fluoride 
(§ 58, ¢). 

Examine the solution thus obtained according to Scheme 
VIL, § 94. The determination of ferric oxide will, how- 
ever, be necessary only when the precipitate by ammonia 
is yellowish or reddish. 

If, as is usually the case, the solution is found to con- 
tain only traces of lime and magnesia, the amount of 
feldspathic minerals and of pure quartz sand in this in- 
soluble part of the soil can be estimated from the amount 
of alkalies found; and, from the amount of aluminic sili- 
cate, it may be judged how perfectly the clay was de- 
composed by the previous treatment with sulphuric acid. 

b. According to A. Miiller, the relative proportion of 
silicates and quartz sand ina soil can be determined with 
accuracy by digestion with phosphoric acid at a certain 
temperature; all the silicates are decomposed by this 
treatment, and the silica is separated in a gelatinous form 
while the quartz sand remains unchanged. 

For this purpose a syrupy acid is required containing 
40—45"|, of anhydrous acid; it may be obtained by con- 
centrating the commercial acid. 

The insoluble residue to be treated with the acid must 
be very finely pulverized, but it need not be levigated ; 
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the amount of phosphoric acid required depends upon 
the amount of silicates present, and at least 15-20 germs. 
should be taken for 0.5-1.0 grm. of the substance. The 
mixture is heated in a platinum dish in an air-bath to 
190-200° C., and digested five or six hours at this temper- 
ature, while constantly stirred with a platinum spatula. 
The resulting mass is boiled several times with water 
containing 1°, of sodic hydrate, the clear liquid decanted 
off each time, and the sandy residue itself is finally 
brought on the filter and washed carefully with acid, alkali, 
acid again, and finally with water, ignited and weighed. 


MISCELLANEOUS ESTIMATIONS. 


104. ¢. Humus.—Weigh out 5-10 germs. of the air- 
dried soil, pour over it 200 c.c. of water in the flask of 
the apparatus for determining carbonic acid (§ 60, 4), and 
30 ¢.c. of concentrated sulphuric acid; shake the mixture 
gently and Iet it stand some time until it has become 
quite cold, meanwhile changing the air in the flask sey- 
eral times by blowing into it, so as to remove all the car- 
bonic acid expelled from carbonates in the soil by the 
stronger acid. 

Now, put 7-8 grms. of coarsely pulverized potassic di- 
chromate in the flask (or, better still, 5 grms. of pure 
chromic acid), or such a quantity that there will be 17 
parts of chromic acid for one of organic matter, as de- 
termined, approximately at least, in the beginning, by ig- 
nition ($ 98, «),; apply a gentle heat, and proceed to 
collect the carbonic acid evolved as in § 60, 4, except that 
a U tube filled with iron wire should be interposed be- 
tween the flask and the U tube ff, to absorb chlorine, 
and except, also, that no nitric acid need be added to 
the substance. Towards the close of the operation, boil 
the contents of the flask five minutes, and finally draw 
air through in the usual manner. The carbonic acid is 
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set free by the oxidation of the humus by the chromic 
acid. 

Since humus contains on an average 58°|, of carbon, 
multiply the quantity of carbonic acid found by 0.4702, 
for the amount of humus. 

The difference between the sum of the humus and the 
nitrogen and the total loss suffered on ignition (§ 98) 
gives the amount of water, chemically combined or other- 
wise retained at 100° C. 

Some information in regard to the nature of the or- 
ganic matter, and the extent to which decay has pro- 
gressed, may be obtained by comparing the amount of 
humus, or of the carbon in it, with that of the nitrogen, 
by a microscopic examination of the various products 
of the silt analysis and by the loss suffered by these ca 
ignition, and also by the following tests. 

1. The reaction of the soil or of the humus contained 
in it, which is tested by allowing moistened lumps of the 
soil to remain in contact with carefully prepared blue and 
red litmus-paper; a change from blue to red may be 
caused by carbonic acid, but, if the red color remains 
after the paper is thoroughly dry, the change was due to 
acids of the humus, unless the soil gives the same reaction 
after gentle ignition, in which case it may have been 
caused by acid sulphates. 

2. Mix 100 grms. of the soil with 200 c.c. of a stand- 
ard ammoniacal solution of calcic nitrate of such a 
strength that 200 ¢.c. contain 1 grm. of lime, and an 
amount of ammonia chemically equivalent to this amount 
of lime. After frequent shaking of the mixture in the 
course of 24 hours, filter, and determine lime in a measur- 
ed quantity of the filtrate; the lime that is missing was, 
according to Knop, absorbed by the humus, and may be 
taken as an approximate measure of the amount of the 
same. 

3. To determine the amount of organic matter, mainly 
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in the form of humus, that is extracted from the soil by 
water or alkaline solutions, the following method is given 
by Schulze. Boil 10 grms. of soil 15 minutes with 200 
e.c. of a solution containing 0.5°|, of potassa, bring the 
volume of the whole to 250 c.c., pour the liquid on a dry 
filter, or through dry, fine-grained sand with which the 
throat of the funnel is stopped; put 4-6 c.c. of the filtrate 
in a flask of about 200 c.c. capacity, dilute with about 100 
c.c. of water, and determine organic matter in 100 c.c. of 
this solution by means of standard solutions of potassic 
permanganate and oxalic acid (§ 91, e). 

6. Ammenia.—The amount of ammonia existing al- 
ready formed in soils is nearly always very small, since it 
is so readily converted into nitrates. 

To determine it by Schléssing’s method (§ 47, 6), treat 
50 germs. of soil with 40 c.c. of a cold saturated solution 
of sodic hydrate. After 48 hours remove the acid from 
under the bell-jar, titrate it, stir the soil in the watch- 
glass, put another measured portion of 2cid in the proper 
vessel, and, after 48 hours, titrate this also with the 
standard sodic solution. If no more ammonia was set 
free during the second period, the first determination 
may be considered sufficient; if more was set free, it 
should be added to the first quantity found, and a new 
portion of acid should be put in, in the place of the last, 
and tested after 48 hours. 

It may also be desirable to estimate the ammonia that 
is set free on heating the soil with magnesia. Pour 500 
e.c. of water containing 5 grms. of freshly ignited mag- 
nesia over 100 grms. of soil, mix the whole well together, 
and proceed to distil off the ammonia (§ 47, ¢). 

Probably no great reliance can be placed on any method 
of determining ammonia in soils. 

ce. Nitric acid.—The accurate determination of nitric 
acid is not difficult, as the nitrates are so easily extracted 
from the soil by water. 
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To 1000 grms. of the soil add water enough to make 
2000 ¢.c. with that already in the soil, shake the mixture 
frequently in the course of 48 hours, decant and _ filter 
1000 c.c. through a dry filter, add some sodic carbonate 
to the filtrate, evaporate the solution to a small bulk on 
the water-bath, and divide the residue into two equal 
parts. Determine nitric acid in each portion, represent- 
ing 250 grms. of soil, in the usual manner (§ 62 aq). 


d. Chlorine.—To determine this, add enough water to 
300 grms. of the air-dried soil to make 900 ¢.c. with what 
is already contained in it, shake the mixture frequently 
in the course of 48 hours, decant and filter 450 c.c. of the 
liquid, add a little sodic carbonate to the filtrate, evapo- 
rate to about 200 «.c., filter again, supersaturate the fil- 
trate, which represents 150 grms. of soil, with nitric acid, 
and precipitate the chlorine in the acid solution with 
argentic nitrate (§ 63). Treat the precipitate as one pro- 
duced in the presence of organic matter. 


e. Sulphur.—It often happens that a much larger 
amount of sulphuric acid is found in the soil after ignition 
than before, indicating that a notable quantity of sul- 
phur exists there as sulphuret, or in some organic combi- 
nation. To determine the total amount of sulphur in the 
soil, mix with 50 grms. of it, 1-2 grms. of pure saltpetre, 
moisten the mixture in a platinum dish with a solution of 
pure potassic or sodic hydrate, free particularly from sul- 
phates, dry, and heat gradually to a red heat; when the 
mass is cool, boil it with, dilute hydrochloric acid to 
which a little nitric has been added, evaporate to dryness, 
and eliminate silica in the usual way, but without weigh- 
ing it; add water to the filtrate from the silica, and pre- 
cipitate sulphuric acid with baric chloride. 


J. Hydrated aluminic and ferric oxides,—To deter- 
mine the quantity of these substances, that, according to 
Knop, play so important a part in the absorbent action 
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of the soil for valuable elements of plant-food, treat 100 
germs. of the soil with 200 ¢.c. of a hot solution contain- 
ing in one litre 100 grms. of tartaric acid, 10 grms, of 
oxalic acid, and ammonia in slight excess; shake the mix- 
ture frequently for 15 minutes, filter, and determine 
aluminic and ferric oxide in a measured quantity of the 
filtrate (§ 52). The oxalic acid in the solvent serves to 
prevent lime from being taken up by the tartaric acid. 
In order to prevent alumina also from being dissolved, 
Miiller recommends the use of Seignette salt instead of 
ammonic tartrate. 


g. Ferrous oxide.—To determine this at least approx- 
imately, pour 60 ¢.c. of hot concentrated hydrochloric 
acid over 30 grms. of soil in a flask; after having added 
a few crystals of sodic carbonate, if the soil contains but 
little carbonate, close the flask with a cork through which 
passes a short tube bent at a right angle, put the flask in 
an inclined position on the lamp-stand, and boil the mix- 
ture some time. Adda considerable quantity of ammonic 
chloride to the solution, whereby the tendency of the 
ferrous oxide to absorb oxygen is very much lessened, 
dilute with a large quantity of hot water, almost neutral- 
ize the acid with ammonia, and precipitate the ferric 
oxide in the solution with as little sodic acetate as possi- 
ble (§ 93, A, 1); filter the hot liquid rapidly through a 
large, coarse filter, and wash the contents of the filter 
several times with hot water; heat the filtrate and wash- 
ings to boiling, add some hydrochloric acid, oxidize the 
ferrous oxide by the addition of a few crystals of potassic 
chlorate, remove the lamp, and precipitate this solution 
with sodic acetate, filter, wash, and weigh. The ignited 
residue is ferric oxide, from which the corresponding 
amount of ferrous oxide can be calculated. 
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ABSORPTIVE PROPERTIES OF THE SOIL. 


103. To determine the coefficients of absorption of the 
soil for the more important elements of plant-food, treat 
125 germs. of the air-dried soil with 500 c.c. of a *|,, 
atomic solution, that is, a solution containing in 1 litre *|,, 
of an equivalent expressed in grammes, of ammonic chlo- 
ride; shake the mixture frequently during a cold digestion 
of 24 hours, decant and filter as large a portion of the 
liquid as possible, and determine the loss of the salt in a 
measured aliquot part of the filtrate. In some cases it is 
desirable also to make a complete analysis of this filtrate 
in order to learn what elements have taken the place of 
the ammonium in the solution. 

Make similar experiments with potassic chloride, mag- 
nesic chloride, calcie chloride, hydric disodie phosphate, 
sodic chloride, and sodie silicate. 

Or, according to Knop’s method, dissolve together po- 
tassic and calcic nitrate, common potassic phosphate, and 
magnesic sulphate, in a litre of water, in such a propor- 
tion that the solution shall contain 1.5 grms. of each com- 
pound, estimated as anhydrous salt. Treat 125 grms. of 
soil with 500 ¢.c. of this solution, shake the mixture fre- 
quently during 24 hours, filter off 300 or 400 c.c., and 
make a complete analysis of the solution, according to 
Scheme I., @ and 6, and determine chlorine in the usual 
manner in another portion of the same solution (§ 63). 


STATEMENT OF THE RESULTS OF THE ANALYSIS. 


106. The following Scheme is intended to assist the 
analyst in putting together the results of a soil analysis; 
it is conformed mainly with the directions given by 
Wolff, and the percentages, though hypothetical, do not 
differ much from the average results of the later analyses 
of soils that have been made; as the plan is given merely 


§ 106. STATEMENT OF RESULTS OF ANALYSIS. 189 


for the purpose of illustrating the manner of stating the 
results of the analysis, many of the determinations which 
are described in the foregoing pages are not noticed here. 
With this partial guide, no difficulty will be found in 
stating the whole result of the work in an intelligible 
manner. 


MECHANICAL ANALYSIS. 


100 parts of the air-dried soil yielded 
Water, expelled at 100°, 9.54 


Residue.on 5 mm. sieve, 6.05, containing volatile matter........... 0.1 
‘ ‘ “eo Ye ‘ e] 
Me 74 @ ee (7.69, . ne Pty 6s ease’ 0.86 
Silt in Funnel No. 2, 54.95, es “ See aees aoe 3.73 
meats gS ta AB: purege sf $ Pe BY ice tg CAP 2.16 
¢ ¢ i e = ce «¢ ce R92 
- : 4, 5.65, ssh clfele ajetsiaie 0.82 
81.38 
Fine clay and finest sand, 18.62 S ss ae ee eS 00 0 02-48 


100.00 Total loss on ignition of — 
soil dried at 100° Waser 10.15 
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CHEMICAL ANALYSIS. 
100 parts of the soil dried at 100° yielded 


Bs ie - Soluble in water.....2.10 
& = bp . oluble in water..... 2. 
Go 5 AcidS:Of DUMUS. 02.5), dese. 0 <1 2D Séluhie inallcalia ee 1.95 
See eumus 0a... 2c. eaee ek lees 
SoS Other oreanic matter. ...2...- 1.25 containing nitrogen....... 0.01 
= Ammonia....... Gy eieee kicierabey= trees 0.02 ne dee coo 5 0.0165 
& 2 oO) Nitric acid..... 20... eee eee eee es 0.009 i ee 0.0023 
Bio 2 Dota MiMOREN 2h AeA ke week ic iipeic. sehen eee -0.0288 
t0~~ | Water chemically combined or 
°53] otherwise retained at 100°..... ale 
BE | 7.500 
S { Carbonic acid (det..in another portion)... 2. 3.:¢02¢aueee 0.14 
TINE oie sod aigtycs aoae Gases carne ae eae vp eiye ae eae 0.17 
3 MaOT BIE, . 2 02 ban oi Oe coe de on wae 8 sleet ca ee ie ee 0.50 
el ul) WOTTHOCORAGEN, co. occeosiets ss Seule eretistn ake sateen 5.05 
eS 9 IMA TO ANIC OKC S55 rere hiss cle eo oie tink ssele in) eee aes HOO traces 
Bohs | Alumina 0.4.0... .204 feclee coves side atelier 4.20 
&0 S's | Potassa Stele eae gave lelaie shel lei sie 6] siale.e givie1e oreistale Oe ett aaron ite 
a oot JUSOOS Jenin, s Lele <ploseains odivigia-sin «scin's wpeholele'scie ocean : 
9 |es : Phosphorie acid... 2 J555..2ecc- cele te ie Sees ote 0.15 
= | © 8 | Sulphuric acid............ » WieeseemencenGide one 0.04 
a 5 RUGS Fees SSS Sac tao: setae 6 ole Oia eee ee 0.35 
rs) 5 Chlorine (det. In aqueous solution). :. 7... 25.2. 2 cece emer 0.073 
a ila 10.753 
E 12 «©, | Deduct oxygen equivalent ‘to the.chlorine......o.43s05 00s 008 
my | 10.%5 
ON ee = - ee 
5 [7 Aine Pe atc eens ore etais rece yeksrarerSpuraveia Svoropele erate perce Sse asoe me 
= s BONES... sn. eles ce se was nen o> Cosas eee eee : 
a ane And so on, as in the statement of the analysis of the 
= |2>| 2°98) ~ solution ‘in cold acid, with the exception of Chlorine, 
= a 2oS8 1 and the addition of Silica, (dissolved out of the resi- 
iB a a due insoluble in hot acid, by boiling sodic carbon- 
8 JE 2S | ate) 
et a = SEES . 15.24 
& = ie bot a yemmataa matter expelled on ignition......... 1.82 
he Ss ny S Limes; . oon oad. va kek 6 er 0.21 
& Z F @ya | Maemesiajcd. 0). WSR bases nent ee 0.381 
3 Cue 5 728 Ferric oxide .....i..00..0000s er 1.08 
a Rs; & TS ot | AIUMIMA. . ooo. oe eee eens een oles ees ALAS 
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Tl Gi) eS. 8S | Silica) insolution..- 7... -. 2222p eee 0.14 
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100 parts of soil dried at 100° C. contain of clay Al,O3 2810.2, 
2H.,0, estimated from the aluminaand silica dissolved by acids 
(See Table III). 

qt poaslivdrochloric Acid sOlutions. 2. 2002. bos oe eee ce eee 4.56 

Gee SUL TIG: ACG SOLUTION . sos ne « fds sid bate leie, SMe dew dain bode 4.41 

100 parts of soil dried at 100° contain of 

a. Potassa feldspar, K,O,8S8iO2, Al,O3,08i0O2, estimated from the 
potassa in the solution by hydrofluoric acid. (See Table IIL. ).18.94 

b. Soda feldspar, Na,O,d8iO., Al,03,58i0O2, estimated from the 
sedaan the solution-by hydrofluoric acid 3225 esses see 17.85 

ce. Clay, undecomposed by the previous treatment with sulphuric 
acid, estimated from the alumina in the solution by hydro- 


fluoric acid in excess of what is required for the feldspars.... 0.50 
d. Pure quartz sand, estimated from the silica in excess over what 
ic required jor the feldspars: amd. Clay... <i.cis5.. nee. fo ~ 8 Beare i 


(Estimated also from the determination made with the aid of 
phosphoric acid). 
100 parts of soil dried at 100° C. yielded to water 14 saturated 
with carbonic acid 
Volatile matter, expelled on ignition of the residue left by evapo- 


FEE LO MIN O teats) CHE MAGMA Usesroyas hersicee cuss once hea aes Soca a eet ee 0.15 
AV Uimrmerren Sa EGET Give cassis, Sista ate Se ae Bitte Mlevaiove Gusts shoe ein ied erste aetna 0.19 
0.34 


THE PHYSICAL QUALITIES OF THE SOIL. 


107. Experiments for testing the physical qualities of 
the soil, and for comparing different soils in respect to 
these qualities, should be made with soils of the same de- 
gree of dryness and mechanical division, and with tolera- 
bly large quantities, and the observations should be made 
under circumstances resembling those as closely as possi- 
ble, by which the soil is affected in the field. The fol- 
lowing methods have been carefully tested by Wolff 
himself, and he vouches for their reliability. 

The soil must be completely air-dried, pulverized in a 
porcelain mortar with a wooden pestle, or rubbed between 
the hands to break up the lumps that were formed in 
drying, and passed through a sieve with meshes 3 mm. 
wide. 
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a, RELATION OF THE Sor To Varor or WaTER.—I, 
Power of retaining hygroscopic water in its pores,—This 
is measured to some exteat by the determination of hy- 
groscopic moisture ($ 98). The proportion of humus 
remaining about the same, the power of the soil to retain 
moisture is very closely related to the amount of clay it 
contains, while this power is greatly increased by an 
increased proportion of humus. 

2, It may be interesting to observe the relation of this 
property of the air-dried soil te the temperature.— 
For this purpose, spread a layer of soil, accurately weigh- 
ed, about 3 mm. thick over the bottom of a shallow zine 
tray, and note the changes in weight from day to day, 
when it is exposed to direct sunlight while protected 
from currents of air, or when exposed to a temperature 
of 20°, 30°, and 40° C. 

Also, expose the soil to an atmosphere that is saturated 
with moisture, by putting it in the same shallow tray to- 
gether with a shallow vessel of water, under a bell-jar, 
and weighing it three or four times every 24 hours. An 
empty tray of the same size should be put under the same 
bell-jar, and any changes in the weight of this deducted 
from the differences in the weight of the other. 

Sandy soils and loams usually become nearly saturated 
in an experiment like this, in the first 24 hours, and 
change but little in weight thereafter. 

The quantity of water absorbed varies of course with 
the temperature, and with the kind of soil; but these 
variations are confined within narrower limits than when 
the soils are exposed to the air under ordinary circum- 
stances. The amount of water absorbed from this satu- 
rated atmosphere ranges between 0.2 and 2.5°|, of the 
weight of the completely dry soil. | 

The same soil, in its tray, may be exposed to the night 
air, to determine the amount of water that it will con- 
dense from the atmosphere under these circumstances ; 


0 
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eareful observations should be made, at the same time, of 
the temperature, the clearness of the sky, and the 
amount of the dew-fall, and the experiment should be 
performed over a grass plot as well as over a freshly 
stirred soil. 

With an average dew-fall, the amount of water taken 
up by a soil above what it contains in the air-dried state 
varies, with different kinds of soil, between 0.4 and 1.8", 
of the weight of the completely dried soil. 

Finally, tostest the effect of the depth of the soil on 
its power of absorbing moisture under these different cir- 
cumstances, several trays or boxes, of say '|,, L’|,, 3, and 
6 cm. deep, and 5 em. square, may be filled with air-dried 
soil, in all cases equally dry and finely pulverized, and 
the whole exposed to the ordinary atmospheric influ- 
ences, or to a saturated atmosphere, or to the night air, 
in the manner directed above. 

By such experiments we may determine how much 
moisture is absorbed by layers of soil of different thick- 
nesses within a certain length of time, how far the moist- 
ure penctrates into different soils in equal times, and how 
long a time is required to saturate layers of different~ 
thicknesses in a saturated atmosphere. 

6. Tur RELATION OF THE Sor To Liquip WATER IN ITS 
Porrs.—l. To determine the power of the soil to retain 
liquid water in its pores, construct a zinc box, 17 cm. deep, 
and 3 em. square, and pierce its bottom with numerous 
small holes; lay over this bottom a piece of moistened 
fine linen, and weigh the box; then put in a small quan- 
tity of the properly dried and pulverized soil, tap the 
box gently on the table a few times, and proceed in the 
same manner until the box is full, and weigh again. 
Then immerse the bottom of the box in water to the 
depth of 3-4 mm.; the water appears at the surface of 
the soil sooner or later, according to the nature of the 
latter ; let the apparatus remain in the water until it suf 
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fers no further change in weight, and then calculate the 
amount taken up by 100 parts of the air-dried soil. 

As this box, with its wet soil, is used subsequently for 
experiments in the course of which the soil is dried 
again, this trial may then be repeated ; some soils shrink, 
while drying, to a greater extent than others, and it will 
be found that, in this second trial, the power of holding 
water will not be the same as at first. The difference, 
however, is but slight. 

The power of a soil to hold liquid water increases with 
the proportion of humus, but diminishes as the quantity 
of clay increases. <A strong clay soil may retain 27.3°|,, 
a moderately heavy soil 30-31"|,, a sandy loam 33-86°|,, 
a black loam, rich in humus, 41°|,. When some soils, 
that had been tested as above, were tested also in their 
natural position in the field, after a rain of 14 days, when 
they might be supposed to be saturated, they were found 
to contain 10°|, less than was indicated by the results of 
experiments in the laboratory; hence, the determinations 
made with small quantities in zinc boxes, appear to have 
value only in so far as they enable us to compare the 
water-holding powers of different soils. 

2. To determine the readiness with which water evap- 
orates from the soil, the wet or damp soil may be ex- 
posed, in a shallow tray, to the air, at the common sum- 
mer temperature, or at that of the laboratory; but so 
long as a considerable proportion of water is present, the 
rate of evaporation remains about the same for all soils, 
provided only that the same amount of surface 1s exposed; 
it is also very slow, months being required to bring 100- 
150 grms. of soil, in a layer no more than 4—6 cm. thick, 
to the condition of air-dried soil. 

When, however, natural circumstances are more closely 
imitated, and a sufficiently thick layer of soil is experi- 
mented with and exposed to the usual alternation of direct 
sunlight and shade, the characteristic differences of soils 
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appear. Jor a standard of comparison it would be well 
to carry on, simultaneously, one or two similar trials with 
soils of a marked character, such as a very strong clay 
soil and a very sandy one, that have been tested before 
in this respect. | 

To make the determination, use the zine box filled with 
wet soil, that was obtained in testing the water-holding 
power; put each box with its contents in a second box 
of thick pasteboard, into which it just fits, and then put 
all these pasteboard boxes close together in a third 
wooden box, just as deep as the zinc boxes; provide the 
wooden box with a cover, in which holes are so cut that, 
when the cover is on the box, only the surface of earth in 
each zine box is exposed. 


Put the whole where the sun’s rays can fall on the soil, 
and weigh each zine box with its contents every two or 
three days, and during a length of time varying from two 
to four weeks, according to the weather; frequent ob- 
servations of the temperature and the state of the sky 
should be made, while the evaporation is going on. 


It will be observed that, in the beginning, the rate of 
evaporation is about the same for all the varieties of soil 
under examination, even when exposed to the rays of a 
hot sun ; after a time the sandy soils begin to lose weight 
more rapidly than those in which clay or humus pre- 
dominates ; the difference increases up to a certain point, 
and then begins to diminish, until, after a time, the rate 
of evaporation is nearly the same again for all; this con- 
tinues for a time, and then the clay and humus soils begin 
to lose water more rapidly than the light loam, because 
the latter is, by this time, nearly air-dry. 

It is of course more important to watch carefully the 
rate of evaporation, from the time when it begins to differ 
in the different soils, to the time when it again becomes 
about the same for all. 
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3. To determine the ease with which water perco- 
lates through the soil, construct a zinc box about 25 cm. 
high and 3 cm. square, with a funnel-like bottom; put 
some cotton in the bottom, so as to close up the throat 
of the funnel, and fill the narrow tube, and extend out a 
little at the mouth of the latter. Fill the funnel above 
the cotton with coarse quartz sand, moisten the cotton 
and sand with water, and weigh the apparatus; then 
carefully fill the box with the properly prepared earth, 
putting in small quantities at a time, and tapping the box 
on the table after each portion is added; when the box is 
filled to within 9 cm. of the top, weigh the whole again; 
then, just saturate the soil by carefully pouring on water 
in small quantities at a time, until it appears at the 
bottom; when it has ceased to drop through, weigh the 
box and its contents again, and the result may be used 
to confirm that obtained before for the water-holding 
power of the soil. 

Now carefully fill the box with water to within 1 em. 
of the top without disturbing the surface of the soil, 
cover with a glass plate, and observe how long a time is 
required for 50 c.c. of water to pass through. If the 
operation is repeated, by filling the box with water again, 
atter the first quantity has passed through, it will be 
found that a somewhat longer time is required; three 
such tests may be made, and the mean of the three re- 
sults taken. 

4. To determine the rapidity with which water will 
move upwards in the soil, fill a glass tube about 80 cm. 
high and 1.5-2 cm. in diameter, graduated in cubic cen- 
timetres, and closed at its lower end with a piece of fine 
linen that is tied over the end, with the air-dried soil, tap- 
ping the tube gently on the table while filling it; then 
immerse the lower end of the tube in water 3-4 mm. 
deep, and observe how long a time is required for the 
water to rise to a height of 70 or 80 cm., or how high 
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the water will rise in 24 or 48 hours; it will be found 
to rise more slowly in humus and clay soils than in light, 
sandy ones. 


5. The rapidity with which water will make its way 
downwards in the soil may be determined in the same 
tube, partly filled with a fresh quantity of earth; fill the 
tube above the soil with water to the depth of 4-8 cm., 
and note the time required until it has reached a given 
depth, or how soon the water disappears from the surface 
of the soil, end also how far a given quantity, that is in- 
sufficient to make its way through and moisten the soil 
quite to the lower end, will penetrate downwards. 

It will be found that the same quantity of water will 
go furthest in a fine loam or a sandy soil. 


ec Tur Retation or THE Som to Huat.—l, Te 
determine the power of the soil to absorb heat, fill a 
cubical zinc box, about 6 cm. square, with soil, expose it 
several hours to the direct rays of the sun on a hot day, 
carefully observe the temperature in the sun during the 
experiment, and the elevation of temperature in the up- 
permost centimetre of the soil. The zine box should be 
inclosed in a box of thick pasteboard, and this in a wooden 
box, to prevent access of heat at the sides. 

It may also be interesting to observe the heating power 
of the sun’s rays on the soil, while it is in a more or less 
moist condition, say with 5,10, or 20°|, of water, more 
than that naturally present in the soil. Such determina- 
tions may be made by exposing about 50 germs. of the 
moistened soil for several hours in a glass flask to the 
direct rays of the sun, and noting the changes of tem- 
perature. 


2. The power of the soil to conduct heat may be de- 
termined by putting the same box, as used in the previ- 
ous experiment, into hot water, and observing how long 
a time elapses before the temperature of the earth in the 
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centre of the box has reached a given point, say 70° or 
80° C. 

3. The power of the soil to retain heat may be de- 
termined by exposing the box of heated soil, obtained in 
either of the preceding experiments, to the common tem- 
perature of the air in the shade, and observing how long 
a time is required for the soil in the middle of the box to 
cool to the temperature of the air, or to a given point, as 
20° or 25° C, 

The behavior of the soil with respect to the heat of the 
sun and of the atmosphere is of great agricultural im- 
portance, and should be more carefully examined than 
has hitherto been the ¢éase, by the careful performance of 
experiments like those described above, and by series of 
observations on the temperature of the soil in the field at 
various depths, ranging from 8 cm. down to one metre or 
more. 

d. Tur Sprciric Graviry or tHE Som.—I, This may 
be determined in the usual manner for a powder (§ 35, 0). 

A soil rich in humus is specifically the lightest, and 
coarse sandy soils are the heaviest. 

2. The absolute weight of the soil is determined by 
filling a glass vessel, or a cubical zinc box, whose weight 
and capacity are known, with it, tapping the vessel occa- 
sionally on the table while filling it, and weighing it. The 
weight of a cubic metre or a cubic foot can then be cal- 
culated from the result; the apparent specific gravity 
can be estimated by the ratio between the weight of this 
volume of soil and that of an equal volume of water. 

3. The apparent specific gravity of the soil dried at 
100° C. may be estimated by subtracting the volume of 
the water contained in the quantity of air-dried soil that 
was weighed in this experiment from the volume of the 
soil, and then a volume of water equal to the remainder is 
taken for the divisor, and the weight of the soil dried at 
100° for the dividend. 
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4. The porosity of the soil, or the ratio between the 
volume of the solid particles and that of the spaces in it 
filled with air or moisture, is estimated by dividing the 
apparent specificsgravity of the soil, dried at 100°, by the 
real specific gravity. Or if, for example, 2.5445 = the 
real specific gravity of a certain soil, and 1.099 its ap- 
parent specific gravity, then from the proportion, 

2.5445 : 1.099 = 100 : 43.2, 
we get the velume of the solid particles in 100 parts of 
the soil, and 100-43.2 = 56.8 = the volume of the pores. 

The porosity of the soil, just as it lies in the field, may 
be estimated in a similar manner, by taking as the volume 
of the soil the space that was occupied by the quantity 
taken out to be weighed. 

To determine the volume occupied by the soil when 
completely saturated with water, determine the volume 
of 40-50 germs. of the air-dried, pulverized soil in a 
graduated tube, that was filled with the earth in small 
portions at a time, with occasional tapping on the table, 
shake the soil up well with water containing 0.5°|, of am- 
monic chloride; then let the whole stand quietly, while 
the solid particles collect together in the lower part of 
the tube, and observe the volume occupied by this wet 
soil. By dividing the second volume by the first, the re- 
sult is put In a convenient form for comparison. 

é. CoNsISTENCY, TENACITY, AND ADHESIVE POWER OF 
THE Sor.—The consistency of the soil when dry, its 
tenacity, and the force with which it adheres to wood and 
iron, are very important qualities; but it is hardly pos- 
sible, by any of the methods in use for estimating them, 
to get even approximately accurate results with small 
quantities of soil. The following methods were devised 
and used by Schiibler thirty years ago. 

1, To determine the consistency of the soil, or the 
force with which its particles cohere together when dry, 
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knead a small portion of it into a thick dough with water, 
and, with a spatula, make several prisms 5 em. long, and 
1 cm. square on the end; let them dry in the air, and 
then observe what weight must be laid on the back of a 
knife in order to force it through each one. The same 
prisms may be used to determine how much the soil 
shrinks on drying, by noting the difference between their 
lengths when wet as at first, and after they are dry. 

2. To determine the force with which the seil adheres 
to wood or iron, fill a cubical zinc box about 6 em. square 
and deep, whose bottom is pierced with small holes, and 
covered with a piece of linen, with the soil, shaking it 
down frequently while filling ; then immerse the bottom 
of the box in water, and, when no further increase of 
weight is observed, lay a smooth piece of beech wood, 3 
cm. square, on the wet surface of the soil, press it down 
for the space of ten minutes, by a weight of 100 grms., 
attach the disk to one arm of a balance, and observe what 
weight must be put in the pan connected with the other 
arm, in order to detach the disk from the soil, Try a 
similar experiment with a disk of iron. 


EXPERIMENTS WITH PLANTS IN CONNECTION WITH ANALY- 
SIS OF SOILS. 


168, The further development of soil analysis on one 
hand, and its simplification on the other by eliminating 
useless or unnecessary determinations, can be accom- 
plished only by combining suitable experiments with 
modes of culture and manuring, and growing plants, with 
accurate analyses of the soils used. 

In the field but little can be done in this way, sinee so 
much care and labor are required, in order to obtain a 
tolerably fair representative sample of the soil, even of a 
small plot. 

Not seldom, however, a more luxuriant vegetation is 
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observed in one part of a field than in another, although 
the nature of the soil and the mode of treatment are ap- 
parently the same throughout; in such a case, much may 
possibly be learned, by a careful comparison of the amounts 
of the crops taken from the two parts of the field, and a 
search for the cause of the difference by a careful exami- 
nation of the soil. Of course the nature of the subsoil 
should be ascertained, down to the depth of a metre or 
so, in order to be sure that the cause of the phenomenon 
does not lie there, perhaps in some accumulation of water, 
or a great difference in the mechanical or physical charac- 
ters of this subsoil. 

Actual experiments with manures and growing plants, 
to be combined with soil analysis, are best made in boxes 
of soil that has been carefully sifted and mixed ; a perfect 
sample of such a soil can be obtained without difficulty. 

The wooden boxes to contain the soil for these experi- 
ments may be made about one metre deep, and half a 
metre square, and with several holes through the bottom. 
They should be set in the ground in a grass plot, so that 
they will project but 3-5 cm. above the surface. The 
soil with which they are to be filled should be pulverized 
when in a very moderately moist condition, by rubbing 
it between the hands, or with a wooden pestle in a porce- 
lain mortar, and passed through a sieve with meshes 6-8 
mm. wide; an ample quantity of it should be provided, 
so that there may be enough for the analysis and for all 
possible contingencies, besides what is required to fill up 
the box. 

To fill the box, put a layer of gravel 5-8 em. thick 
over the bottom, and then add the soil, pressing it down 
gently, as it is put in in small portions at a time; then 
pour a quantity of rain-water over the soil, equal to 
about half that which it can retain in its pores; stir up 
the surface and fill with more soil, up to the edge of the 
box, and, if possible, before sowing the seed, or putting 

oe 
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in plants, let the whole stand several weeks, so that it 
may settle together and assume a perfectly natural con- 
dition. 

If the boxes, when put in place, are not surrounded by 
grassy turf, the same plants as those cultivated in them 
should be grown around them, so that there can be no 
disturbing influences from fresh soil. 

When the seed is to be sown, put in more fresh soil if 
it is necessary, in order to bring the surface up even with 
the edge of the box. In sowing the seed, and in the sub- 
sequent cultivation of the plant, the usual rules of good 
culture should be observed as far as possible, as respects 
depth of sowing, distance apart of the plants, and other 
matters. For experiments with the cereals, which are of 
the greatest importance, oats and rye are best, since these 
plants are less liable to disease, or to be destroyed by 
birds. 

The following are a few of the great number of inter- 
esting experiments that can be performed in these boxes 
of prepared soil. 

Three or four soils may be prepared, differmg great- 
ly in the amount of sand and clay they contain, but 
closely resembling each other as regards the lime and hu- 
mus. Not only the quantity of the crop should be ob- 
served, but also its quality, such as, in the cereals, for 
example, the proportion of grain, straw, and chaff, of 
light and heavy grains, the specific gravity of the grain, 
the number of the stalks and the degree of maturity at- 
tained by them, the weight of the stubble and main roots, 
and the proximate chemical composition of the different 
parts of the plant. 

With such observations as these, combined with an ac- . 
curate knowledge of the composition of the soil, we 
should soon learn whether any direct relation exists be- 
tween the proportion of plant-food in the soil, that is 
soluble in water or cold or hot hydrochlorie acid, and 
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the quantity or quality of the crop, or whether, as is 
probably the case, the proportion between the clay and 
these soluble substances, or, in other words, the physical 
character of the soil, exerts a controlling influence on its 
fertility. 

It would be well to perform three experiments of the 
same character with each kind of soil, partly for the pur- 
pose of securing greater certainty in the results, and 
partly that the same soil may be used afterwards for other 
experiments. 

To test the question whether the substances in the soil 
that are soluble in pure or carbonated water exert any 
essential influence on its immediate productiveness, a trial 
may be made with a soil in its natural condition, and with 
the same or a similar soil, after it has been exhausted with 
water in the manner described for the preparation of an 
aqueous solution for chemical analysis (§ 100). As, how- 
ever, it would be very inconvenient to exhaust such a 
quantity of soil in this way, as would be required to fill 
one of the boxes, this experiment may be performed with 
but 7-10 kilos. of soil, in smaller boxes, or in glass 
vessels. The plants should be watered with distilled 
water during the progress of the experiment. 

Valuable results may be obtained from experiments in 
which equal quantities of assimilable plant-food are added 
to different varieties of soil. 

The action of a full and complete provision of the ele- 
ments of plant-food on one kind of plant grown in the 
different soils, should first be examined. For such a 
complete manuring, we need only to mix together acid 
potassic phosphate, calcic nitrate, potassic nitrate, and 
magnesic sulphate, so that the relative proportions of 
the bases in the mixture will be the same as in the ash 
of the plant to be cultivated. 

For this purpose, the boxes and soils employed in pre- 
vious years for trials with soils containing different 
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amounts of sand and clay may be used; one box of each 
kind of soil should have nothing added to it, so as to have 
a standard with which to compare the effect of the ma- 
nuring in other soils of the same nature. From the aver- 
age crops of the preceding year in all the boxes, an esti- 
mate may be made of the quantity of plant-food to be 
added. 

The soil to be manured is taken out of the box to the 
depth of 30 cm.; *|, of this is intimately mixed with the 
aqueous solution of the salts to be added, and this in its 
turn is intimately mixed with the remaining *|, of the 
soil, by rubbing the two together carefully between the 
hands; the whole is then put back into the box. 

Instead of the solution of the above salts, the actual 
practice with manures may be more closely imitated by 
making an aqueous extract of a superphosphate, deter- 
mining the amount of phosphoric acid in the solution, and 
dissolving therein the proper amounts of crude potassic 
chloride, sodic nitrate, and magnesic sulphate. 

In a similar manner, the effect of an increased propor- 
tion of humus in the soil may be studied, by letting some 
sawdust of a soft wood, free from resin, partly decay, 
making an aqueous extract of this, or of some other suit- 
able substance rich in humus, and mixing this solution 
with the soil in the way already described. 

Other matters that might be profitably studied in this 
connection are, the effect of lime, of the concentrated 
commercial manures, and the relation between the co- 
efficients of absorption of the soil for the various ele- 
ments of plant-food, and its fertility. 
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ROCKS AND THE PRODUCTS OF THEIR WEATHERING, 


109. The object of analyzing a rock, for agricultural 
purposes, may be to estimate the total amount of its con- 
stituents, or to determine its solubility and the readiness 
with which it would be disintegrated and converted into 
soil on exposure to the air. The method of the analysis 
would be much the same as that already described for the 
analysis of soils. A qualitative examination should pre- 
cede the quantitative one, in order to learn the best way 
of bringing the mineral into solution, as well as what 
substances are to be separated and determined. 

The examination of the products of the weathering of 
a rock should be conducted in the same manner as a regu- 
lar soil analysis, by treating it with the same solvents in 
the same succession. 

The three more important substances that come under 
this head are marl, limestone, and clay, and some special 
directions for the analysis of each may be useful. 


MARL. 


As this substance is used by the farmer in its natural 
condition, it should be taken in a similar condition, for 
analysis, viz., air-dried and unignited. If taken fresh 
from the pit, it should be allowed to lie for a long time 

xposed to the air on filter-paper, until thoroughly dry. 

The most useful of the determinations mentioned below 
are those of phosphoric acid and the alkalies, and the me- 
chanical analysis. 

The mechanical analysis. Yor this, which is of much 
importance, since the value of a marl usually depends 
largely on the fineness of the division of its particles, 
treat 30-50 erms., according to the amount of calcic car- 
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bonate contained in it, with dilute hydrochloric acid in a 
flask, as long as there is any effervescence, wash the resi- 
due, boil it half an hour with water, and then subject it 
to the silt analysis ($ 97). 

Or, if it is desired to determine the fineness of division 
of the calcic carbonate in the marl, the whole may be 
subjected to the silt analysis without previous treatment 
with acid, and then the carbonate can be determined in 
the contents of each funnel. 

If the marl does not fall to a fine powder in ieee it 
must first be sifted, as directed for the preparation of the 
soil for the silt analysis. 

For practical purposes, the following rough method of 
estimating the fineness of the marl will often answer. 

After treating 10 grms. of the marl with hydrochloric 
acid as long as there is any effervescence, pour a consid- 
erable quantity of water over the residue, with constant 
stirring, let the sand and heavier particles settle, and de- 
cant the turbid liquid holding clay in suspension ; repeat 
the same operation with the residue several times, until 
“the water is clear after the sand settles to the bottom, 
collect the latter on the filter, ignite, and weigh as coarse 
sand. 

The chemical analysis. 

a. Water.—Dry about 10 grms. of the substance at 
100° C., and determine the loss of weight. 

b. Carbonic acid.—Determine this in 2-4 grms., as di- 
rected in § 60. 

For practical purposes, the following method will usu- 
ally yield sufficiently accurate results. 

Weigh out 2-3 orms. of the marl in a flask of about 
100 ¢.c. capacity, moisten it with a little water, carefully 
lower into the flask a small test-tube, *|, filled with hydro- 
chloric acid, in such a way that no acid can escape into 
the flask, and weigh the whole; then cause the acid to 
flow out of the test-tube into the flask by inclining the 
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latter, and, while the effervescence continues, let the flask 
lie in an inclined position, with the end of the test-tube 
partly stopping up its mouth. When the effervescence 
has ceased, blow air into the flask to remove the carbonic 
acid gas, weigh the whole again, and count the loss as car- 
bonie acid ; the results will be within 0.25°|, of the truth. 

c. Lime and Magnesia.—Digest 2-3 grms. of the well- 
pulverized marl with dilute hydrochloric acid, and exam- 
ine the solution more particularly for lime and magnesia, 
as under 6, Scheme IV., § 94. 

d. Phosphoric acid and the alkalies.—Allow 300 c.c. 
of concentrated hydrochloric acid (Sp. Gr. = 1.15) to act 
on 100 germs. of the well-pulverized marl in a large flask, 
for 48 hours at common temperatures, with frequent agi- 
tation ; (or, take 120 grms. of soil and 360 ¢.c. of acid, if 
ferric oxide and alumina are to be determined, and esti- 
mate them in *], of the solution obtained ; this determina- 
tion, however, will not generally be important). 

Decant the solution from the insoluble residue, dilute 
with some water, filter, put the insoluble residue on the 
filter, and wash it first with cold and afterwards with hot 
water. Evaporate the filtrate to dryness, and remove 
silicic acid. 

Examine the filtrate from the silica as under 0, in 
Scheme I., § 94. 

If the marl contains a large proportion of clay, some 
of the phosphoric acid may remain undissolved by the 
cold concentrated acid. In this case, boil about 50 grms. 
of the marl one hour with 150 ¢.c. of concentrated acid, 
filter, eliminate silica, and proceed to determine phosphoric 
acid, as above. 

The insoluble residue, left after treatment of the marl 
with cold acid, and composed of clay and sand, is dried 
in the air-bath, left for a considerable time exposed to the 
air, and weighed. If from this we subtract the weight 
of coarse sand, obtained by the rough method in the 
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mechanical analysis, we have left the amount of fine sand 
aud clay. 

Treat this residue in the same manner as directed in 
§ § 102 and 103 for the treatment of the corresponding 
part of the soil. 

e. A determination of humus is generally unnecessary, 
but if desired, can be conducted as directed in § 104. 

J. A determination of nitrogen will rarely be needed, 
but may be made in the usual manner, with 5-10 grms. 
of the marl. | 

g. Some maris, particularly such as are rich in clay, and 
contain but little sand, are much more effective after hay- 
ing been gently ignited. To test the marl in this respect, 
heat it toa low red heat ina mufile, with free access of 
air, and then make an aqueous extract of the ignited mass 
by treating 500 grms. ot it with 2000 ¢.c. of distilled 
water, with frequent agitation during a cold digestion of 
48 hours. Then filter off *|, of the solution, or 1600 c.c., 
for the determination of the alkalies; evaporate this solu- 
tion to dryness, eliminate silica in the usual manner, and 
estimate the alkalies in the filtrate from the silica 
($ 93, G.). 

Another portion of 100 grms. of the ignited marl may 
be treated with 300 cc. of concentrated hydrochloric acid 
in the cold, in the manner already directed, to estimate 
phosphoric acid, and, if desired, the alkalies again. 

h. Analyses of the green sand marl of New Jersey. 


(Cook.) 
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116. a. If it is desired to examine the changes that a 
limestone has undergone in weathering, or to ascertain 
what it contains that may contribute to the fertility of 
the soil, it should, of course, be taken in its natural, air- 
dry, unignited condition. 

Pulverize it, and treat from 150 to 300 grms., according 
to the proportion of clay or other silicates present, with 
cold and hot concentrated hydrochloric acid, with sul- 
phuric acid, and so on, in the manner directed for the 
analysis of soils. The cold hydrochloric acid dissolves 
all the carbonates, commonly all the phosphoric acid, but 
only a small portion of the alkalies, even if a considerable 
amount of these is present. But this small quantity that 
is taken into solution should be determined, and the esti- 
mation can be effected, after removal of the silica, in the 
usual manner (Scheme IL, a or b, § 94). 

The residue, insoluble in cold hydrochloric acid, is of 
great importance, agriculturally considered, for it is not 
seldom rich in potassa, and it should be examined with 
the aid of the silt analysis, as well as of hot hydrochloric 
acid, sulphuric acid, and hydrofluoric acid (§ § 10!, 102, 
108). In one case, over 50°|, of potassic feldspar was 
found in the sandy insoluble residue of a dolomitic lime- 
stone ; in another case little but pure quartz. 

b. By “burning” the limestone, it 1s essentially changed 
with respect to the solubility of its constituents, and par- 
ticularly the alkalies, which become soluble in larger 
measure. Therefore, when a limestone is to be applied to 
the soil after being burned, it should be burned before 
being analyzed; this may be accomplished by igniting it 
in a Hessian crucible through the bottom of which a hole 
has been broken, until, after cooling, a piece of it falls 
completely to a fine powder when moistened with about 
a third of its weight of water. 
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1. In this burned limestone, determine the alkalies 
soluble in water by treating 150 grms. with 1500 c.c. of 
distilled water, with frequent agitation during a digestion ’ 
of 24 hours. Then pour off 1000 c.c. of the supernatant 
liquid, as clear as possible, filter, if the liquid is not per- 
fectly clear, remove silica as usual (§ 58, a), by evapora- 
tion to dryness and treatment with hydrochloric acid, 
and climinate the alkalies as chlorides (§ 93, G). 


2. Digest another portion of 100 to 150 germs. of the 
burnt lime, according to its richness in silicates, 48 hours 
in the cold, with three times its weight of concentrated 
hydrochloric acid, filter the mixture, and wash the resi- 
due, first with cold, and then with hot water. Determine 
phosphoric acid and the alkalies in this solution (Scheme 
i., § 94); no ferric chloride need be added. 

It sometimes happens that a considerable separation of 
gelatinous silica renders the filtration of the hydrochloric 
acid solution very difficult. In this case, evaporate the 
whole mixture to complete dryness, moisten the residue 
with concentrated acid, let it stand awhile, boil with di- 
lute acid, filter, and examine this filtrate for phosphoric 
acid and alkalies, as above. The solution will contain all 
that would ordinarily be dissolved by both cold and hot 
hydrochloric acid. 

Treat the residue, insoluble in cold hydrochloric acid, 
with hot acid, if not already so treated, and then with 
sulphuric and hydrofluoric acids (§ § 101, 102, and 108). 

c. To determine whether a limestone will yield good 
mortar lime, digest 4-5 grms. with dilute hydrochloric 
acid, evaporate the whole to dryness, after adding a few 
drops of nitric acid, boil the residue with acidified water, 
filter, wash, ignite, and weigh. A good limestone, for 
this purpose, should not leave more than 5 to 10°], of in- 
soluble matter. 


The solution may be examined for alumina, ferric oxide, 
{ 
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lime, and magnesia, according to Scheme I., § 94; man- 
ganese need not be noticed unless a qualitative analysis 
reveals its presence in considerable quantity. 

A determination of carbonic acid may be made to con- 
trol the results of the other part of the analysis. 

All the bases found should be calculated as carbonates 
in making up the final statement. 

d. To determine whether a limestone will make a good 
hydraulic cement, the course described in the preceding 
paragraph should be followed; but the alkalies should be 
determined also, and the residue, insoluble in hydrochloric 
acid, should be examined with the aid of sulphuric and 
hydrofluoric acids (§ § 102 and 108). 50-60 grms. of the 
stone should be taken for treatment with hydrochloric 
acid. And, as the chemical analysis alone will not furnish 
perfectly safe information in regard to the fitness of the 
stone for the purpose in question, portions of it should be 
ignited at various temperatures, and the resulting lime in 
each case pulverized and made into little balls with water, 
either alone or with sand, and tested under water, to see 
whether it hardens properly. 

e. If the cement already prepared is given for exami- 
nation, it will be important to determine the amount of 
gelatinous silica set free by the hydrochloric acid, as well 
as the lime, alumina, and alkalies. 20-25 grms. of sub- 
stance will usually answer for the analysis, since the stone 
is rendered more soluble by the ignition that is required 
to convert it into cement. 

Boil the residue, that is insoluble in hydrochloric acid, 
with sodic carbonate (§ 58, a, 2), pulverize what is in- 
soluble in this agent very finely, and treat it with hydro- 
fluoric acid. 
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CLAY. 


111, This should be taken for analysis in its natural, 
air-dried condition, and examined by the same processes 
as have been given for the mechanical analysis of soils, 
and their treatment with acids. Different clays are very 
differently affected by these agents. 

Conclusions in regard to their agricultural value must 
be based upon their relative solubility in the acids used, 
and the composition of the part that is soluble in hydro- 
chloric acid, and of that which is made soluble We treat- 
ment with sulphuric acid. 

For technical purposes it will usually answer to treat 
10-15 germs. of the clay with 6-8 times its weight of con- 
centrated sulphuric acid, evaporate the mixture to com- 
plete dryness, exhaust are residue with dilute hydrochloric 
acid, ieee silicic acid from this solution, and estimate 
alumina, ferric oxide, manganese, lime, magnesia, and the 
alkalies, according to Scheme I, @ and ¢, § 94, omitting 
the estimation of phosphoric acid, and consequently the 
addition of ferric chloride ; determine also the silica solu- 
ble in alkaline carbonate in the residue that is insoluble in 
hydrochloric acid above. 

Burnt clay may sometimes be profitably applied as a 
fertilizer, or an amendment. The examination of such a 
clay should be conducted in the same manner as described 
for burnt marl (§ 109, 7); particular attention should be 
paid to the amount of alkalies soluble in water, and in 
cold and hot hydrochloric acid. 

The proportion of phosphoric acid is not usually any 
larger than in arable soils, ; 
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PRODUCTS OF THE FARM-YARD. 


FARM-YARD MANURE. 


112. In the examination of farm-yard manure, the part 
soluble in water, and that which is insoluble in this agent, 
should each be examined by itself, for it is important to 
know the relative proportion and composition of these two 
portions. 

To procure a sample of the manure, take several small 
portions from different parts of the pile, mix them all 
carefully together, breaking up the lumps while working 
the mass over, and preserve 3-4 kilos. for examination. 

a. Water.—Dry 1000 grms. of this in the drying- 
chamber, powder the residue as much as possible, or cut 
it up with shears, weigh the whole, dry about 50 grms., 
accurately weighed, at 100° C., and calculate the loss of 
weight for the whole 1000 grms. Grind this dried sub- 
stance to a powder in a steel mill. ; 

b. Organic matter.—Ienite 6-8 grms. of this powder 
with the usual precautions, including the determination 
of carbonic acid and coal (§ 91). 

ce. Carbonic acid.—Determine this in 5 grms. of the 
powder (§ 60). 

d. Nitrogen.—Determine this in 1 grm. of the powder. 
The small amount of nitric acid in the manure will be al- 
most completely converted into ammonia during the com- 
bustion, in the presence of so large a proportion of car- 
bonaceous organic matter. The nitrogen in the ammonic 
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carbonate, that is volatilized during the process of dry- 
ing, and which is determined in the aqueous extract of a 
portion of the original manure, should be added to that 
obtained by combustion with soda-lime, in order to get 
the total nitrogen. 

e. Ammonia.—Dctermine this by the distillation of 
15-20 grms. of the dried and ground manure, with 1 grm, . 
of freshly ignited magnesia, and water, and the estimation 
of the ammonia in the distillate by titration (§ 47, ¢). 


/. Sulphur and sulphuric acid.—Determine total sul- 
phur in the manure by fusion of 3-4 grms. of the powder 
with potassie nitrate (§ 92). 

g. Aqueous extract of the manure.—Pour 3000 c.c. of 
water over a second portion of 1000 grms. of the fresh 
manure, mix the whole well together, let the mixture 
stand quietly several hours, and decant the supernatant 
liquid. In order to wash the residue without using too 
much water, put it in a large funnel, which is stopped in 
the throat with asbestus, and below with a cork, press it 
down, pour water over it, and work the whole over gently 
with a pestle; after a time, remove the cork, and let the 
liquid run off, and repeat the operation until the water 
that passes away is almost colorless. Reserve the residue 
in the funnel for further treatment. 

Filter the whole quantity of the liquid with which the 
fresh manure was treated through linen, make the volume 
of the filtrate and washings up to 6000 ¢.c., and, if neces- 
sary, filter again through paper. 


1, Ammonic salts.—Determine volatile ammonic salts 
(ammonic carbonate) in 300-600 c.c. of the aqueous ex- 
tract, by distilling off about *|, of it in the proper appa- 
ratus (§ 47), without adding any alkali, and titrate the 
distillate with the standard sodic solution as usual. 

Determine non-volatile ammonic salts by adding 1-2 
grms. of freshly ignited magnesia, or 10-15 c.c. of milk of 
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lime to the remainder of the liquid in the retort, distilling 
off *|, of the water, collecting the ammonia in the usual 
manner, and titrating the distillate. 

The total amount of ammonia in the aqueous extract 
may be determined also by Schlissing’s method ; evapo- 
rate 200 ¢c.c. of the liquid down to 50 c.c. after adding a 
slight excess of hydrochloric acid, and proceed with this 
concentrated solution in the usual manner (§ 47, 8). 

2. Nitric acid.—To determine this in the aqueous ex- 
tract, evaporate 500 ¢.c. down to a small bulk, and pro- 
ceed with this concentrated solution according to Schloss- 
ing’s method (§ 62, a). 

3. Total amount of dry substance in selution.—Evap- 
orate the remainder of the extract to dryness in a weighed 
platinum dish, on the water-bath, and determine the total 
amount of matters in solution, 


4, Organic matter.—Ignite 3-4 erms. of this residue, 
to determine organic and inorganic matter (§ 91), and 
determine carbonic acid and chlorine in the ash (§ 60, ce). 

5. Carbonic acid.—Determine this in 2-3 grins. of the 
residue obtained in 3 (§ 60). 

6. Nitregen.—Determine this in 1 grm. of the residue 
obtained in 3, by combustion with soda-lime (§ 85). 

7. Chiorine.—This may be partially volatilized in the 
process of incineration ; an accurate estimation of it, there- 
fore, requires its determination in a portion of the aqueous 
extract itself. 100 cc. of this may be taken, or 0.5-1 
germ. of the residue obtained in 3, dissolved in water. 
Add nitric acid to the solution, in slight excess, and pre- 
cipitate chlorine with argentic nitrate; treat the precipi- 
tate as directed for the case in which much organic matter 
was present in the solution (§ 63). 

Instead of following this course, a small portion of the 
residue obtained in 3 may be fused with potassic nitrate 
before precipitation with argentic nitrate ($ 92). 
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8. Ferric oxide, ete.—Ignite the remainder of the 
residue obtained in 3, dissolve the ash in hydrochloric 
acid, eliminate silica by evaporation to dryness, and exarn- 
ine the filtrate from the silicic acid according to Scheme 
I, § 94. 

h. The total residue, insoluble in water, obtained in g, 
is dried in the steam-chamber, exposed to the air 24 
hours, and weighed in this air-dried condition ; then cut 
up the fibrous parts of it with the shears, and grind the 
whole to a fine powder in the porcelain mortar or steel mill. 

1, Water.—In 10 grms. of this powder determine hy- 
groscopic water by heating to 110° C. 

2. Organic matter.—Ienite the dry residue obtained 
in a, and determine the loss (§ 91), and determine car- 
bonie acid and chlorine, if desired, in the ash. 

3. Nitrogen.—To determine the nitrogen in undecom- 
posed organic matter in the manure, a part of which might 
be insoluble in water, and hence found here, ignite 1-2 
germs. of the powder with a considerable proportion of 
soda-lime (§ 85). 

A, Ferric oxide, etc.—Ienite 30-40 grms. of the 
powdered insoluble residue in a platinum dish, and in 
3-6 orms. of the properly prepared ash (§ 123, ¢), accord- 
ing to the proportion of sand present, eliminate silica and 
sand, and analyze the remainder according to Scheme IL. 
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i. Analyses of farm-yard manure by Voelcker. 


Fresh. Rotted. 
BNNs aoe lalace (oFi5) 46) aa, «a yaid Sie iene « We 66.177 75.42 
Polble Oremnic matter! 2.2... kee oe 2.48 Ootk 
Mineral matter soluble in water....... 
Silica (soluble)..... ROP AY on iat raT ee a 10.237 0 
Calcic phosphate, 3CaPQ,....... 0.299 0. 
LLLITNE = ee ae ee 0.006 0. 
PTE STG te ae iy an a 0.011 0 
OME eSS ee aera REN dys. sas ra crc Sank 6 0.575 0. 
2G a es ee 0.051 0.02: 
Bouieehloride: 2202.50.05 is ost 0.030 0.02 
BE UMUROC MON ik ok sie cimige te 0.055 0.058 
Carbonic acid (and loss)......... 0.218 0.106 
1.54 ——- 0.47 
Insoluble organte matter?........0.... 20.76 12.82 
Mineral matters insoluble in water.... 
PMC ARCSOlUDIE seers sae cece ae 1 
Silica (insoluble, and sand)...... 0.964 1 
Ferrie oxide and alumina......./0.418 0.67: 
TI de ie eo 1.120 tke 
ee Coch face ee wes = 0.143 0.091 
Saree hae tac Seed ee S28 0.099 0.045 
SOLER a ee Ss en 0.019 0.0 
Up MOTIe ACI. ooo. . ca ecs sas. (OVOGL 0.06: 
PGE POA AE! AA. Led sje cows v8 0.178 0. 
Carbonic acid (and loss)......... 0.484 ie 
——- 4.05, 6.58 
100.00 100.00 
MO MUAUAS WILEOGEN). 5 22-252. F ness is ose 0.149 0.297 
rey Sas ee ee Cee eee 0.494 0.309 
PULSE HMMM, 4 acces oa se oe Looe Sas 0.340 0.046 
srelammanaamen MSA lts.. 5.7.0 csjasis ss oe oun 0.880) 0.057 


FRESH ANIMAL EXCREMENTS. 


URINE. 


113. The following method is designed more particu- 
larly for the analysis of the urine of herbivorous animals, 
but it may be applied in the examination of that of carniv- 


orous animals and man, also. 


a, Specific Gravity.—Determine this in the usual man- 
ner by comparing the weights of equal volumes of the 
urine and of water (§ 34), or with the urometer, a species 
of hydrometer constructed expressly for this purpose; 


10 
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when this instrument is used, all foam must be carefully 
removed from the surface of the liquid, by filter paper. 
A difference of 4° C. in the temperature of the liquid 
usually makes a difference of about 1° in the reading of 
the urometer. 
The specific gravity of urine ranges between 1.01 and 
1.04. 


6. Total amount of dry substance in solution.—De- 
termine this by evaporating a weighed quantity in a cur- 
rent of dry hydrogen in such a manner as to estimate the 
ammonia that is expelled at the same time (§ 90, d). Take 
4-6 c.c, of the urine, accurately weighed. The evapora- 
tion to dryness is completed in 4-5 hours. 

In human urine, that has an acid reaction due to acid 
sodic phosphate, the ammonia may be assumed to have 
been derived from urea, and by multiplying the amount 
of it by 1.765, the corresponding amount of urea will be 
obtained. But in the urine of herbivorous animals the 
ammonia resulting from ¢his decomposition must be esti- 
mated by the difference between the ammonia set free on 
evaporation to dryness, and that found in the urine by di- 
rect determination. Generally, however, these quantities 
of ammonia are very small, and can be left out of consid- 
eration. 


The non-volatile matter in this residue left on evapora- 
tion is determined by evaporating a fresh quantity of 
100 c.c. of the urine in a platinum dish, and igniting the 
residue (§ 91, 1); determine carbonic acid in the ash in 
the usual manner. 


ce. Carbonic acid (free and combined).—Determine this 
in two portions of 100 cc. of the fresh urine. To one 
portion add baric chloride containing ammonia in excess, 
and to the other baric chloride alone; heat both mixtures 
nearly to boiling, collect the precipitates on dried and 
weighed filters, wash them, and dry them at 100°, weigh, 
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and determine carbonic acid in 1-2 grms. of each precipi- 
tate in the usual manner; the first precipitate contains the 
total carbonic acid, the second only the combined. 


d. Nitrogen.—The residue left in the boat in 6 may be 
used for the determination of nitrogen, or another portion 
of 5-10 c.c. of the urine may be acidified with oxalic acid, 
mixed with ignited gypsum, and evaporated to dryness. 
In the former case this second residue will contain only so 
much of the nitrogen as was not expelled in the form of 
ammonia during the desiccation; in the latter, the oxalic 
acid will prevent the escape of any nitrogen as ammonia. 
The dry substance may be completely rinsed off the sides 
of the dish with some of the soda-lime used in the com- 
bustion. 

Or, this method of Voit may be used. Weigh out 
about 5 ¢.c. of the urine, mix it ina shallow dish with 
a sufficient quantity of fine quartz sand to absorb it all, 
put the dish under the receiver of an air-pump, and ex- 
haust the air; the whole becomes quite dry in a few hours 
and may be pulverized casily, and completely loosened 
from the sides of the dish and mixed with the soda-lime. 

The combustion may be performed in a short combus- 
tion-tube and very rapidly, without fear of losing any of 
the ammonia. 


e. Actual ammonia,—Determine this by Schléssing’s 
method in 20 c.c. of the urine, after filtration to remove 
slimy or sedimentary matters (§ 47, 4). In the fresh urine 
of horned cattle, the actual ammonia does not amount to 
more than 0.009-0.01°|,, but in human urine it ranges as 
high as 0.078 to 0.1438" |,. . 


f. Complete analysis of the ash.—Evaporate 200-500 
grms. of the urine to dryness, incinerate the residue, and 
examine the ash as directed in Scheme IV., § 94. The ash 
of the urine of herbivorous animals is poor in alkaline 


earths, and 8-10 grms. will be required for their determi- 
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nation. In the urine of ruminants, phosphoric acid 1s 
found in hardly determinable quantity, while in that of 
swine and often of calves, it is present im larger quantity, 
and should be estimated. 

g. Chlorine and urea.—These are determined with the 
aid of the standard solution of mercuric nitrate. The 
urine must first be freed from phosphoric and hippuric 
acids. 

Acidify 200 ¢.c. with nitric acid, boil the mixture to ex- 
pel the carbonic acid, neutralize the nitric acid with 
freshly ignited magnesia, and cool the liquid to the tem- 
perature of the room, by immersing the flask in cold wa- 
ter; transfer the liquid to a graduated cylinder, rinse the 
flask into the cylinder and bring the volume of its con- 
tents to 220 c.c.; add 80 ¢.c. of an aqueous solution of fer- 
ric nitrate of such a degree of concentration that, with 
this quantity of the solution added, the salt will be slightly 
in excess; the excess may be recognized by a weak reac- 
tion of the solution on a slip of filter paper soaked in a 
dilute solution of potassic ferrocyanide; too large an ex- 
cess of the ferric salt will be indicated by a re-solution of 
the precipitate that was formed at first, on its addition; 
filter the liquid immediately through a large, dry, ribbed 
filter, and to 150 cc. of the ficrage: add 50 e.c. of a solu- 
tion of baryta mixed with a little calcined magnesia, filter 
again, and for each determination of sodic chloride and 
urea take 15 c.c. of this filtrate, corresponding to 9 ¢c.c. of 
urine. 

1. Chlorine (common salt)—Acidify exactly 15 c.c. of 
the liquid with a drop of nitric acid, and allow the stand- 
ard solution of mercuric nitrate to flow in from the burette, 
with constant stirring until a permanent turbidity ap- 
pears. A mere opalescent appearance of the liquid, which 
may be presented even in the beginning, is easily distin- 
guished from the cloudy turbidity which i is the real indica- 
tion of saturation, 
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Estimate the amount of sodic chlorine or of chlorine on 
the basis of the standard of the solution already determ- 
ined (§ 86). 

2. Urea.—In a sccond portion of 15 ¢.c. of the liquid, 
proceed to determine urea with the same standard solution 
($86). Subtract from the total amount of standard so- 
lution required the amount used in 1, and also make the 
correction required for dilution of the solution. 

Ah. Hippuric acid.—Evaporate 200 ¢c.c. of the urine 
down to 50 c.c., and precipitate the acid as direeted in § 
76. It may be well to first digest the urine with animal 
charcoal in the proportion of 2 grms. of charcoal to 10 ¢. 
e. of the liquid, in order to decolorize it. 

There are usually only traces of urie acid in the urine 
of herbivora, and it need not be estimated; but in the 
urine of carnivora, the proportion of uric acid generally 
exceeds that of the hippuric. | 

According to the process of Meissner and Shepard, for 
separating these two acids, evaporate the urine until it be- 
gins to crystallize, add so much absolute alcohol to the hot 
liquid that a further addition causes no more precipitation, 
let the mixture cool, and filter it; the best absolute alcohol 
must be used, and it must not be spared, else succinic 
acid may remain in solution with the hippuric and cause 
trouble. Evaporate the alcoholic solution, at first in a 
flask on the water-bath, until a@// the alcohol and the water 
are expelled and only a brown syrup remains, that solidi- 
fies to a crystalline mass on cooling; extract this mass, 
while yet warm and liquid, with ether and a few drops of 
hydrochloric acid added after the ether, agitate the mix- 
ture violently, and repeat the process two or three times 
with fresh portions of ether. If the alcohol and water 
were not carefully removed in the preceding evaporation, 
some of the urea will pass into this etherial solution. 

Collect all the etherial extracts, distil off most of the 
ether, and let the rest evaporate spontaneously in the air, 
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Hippuric acid appears then in the form of handsome 
crystals, Ifthe crystals are not colorless, or they are not 
readily formed, dilute the residue, left by the evaporation 
of the ether, with water, boil the mixture with lime-wa- 
ter, filter, concentrate the colorless filtrate, and precipitate 
the hippuric acid by hydrochloric acid in excess. | 


i. Phosphoric acid.—1. This may be determined di- 
rectly in the urine, with the standard uranic solution, | 
Filter the urine, if necessary, add 5 c.c. of sodic acetate 
to 50 cc. of the filtrate, and titrate the mixture with 
uranic acetate as usual (§ 61, c). 


2. To obtain a more accurate determination, add the 
magnesia mixture to 50 ¢.c. of the clear urine, collect and 
wash the precipitate in the usual manner, dissolve it, with- 
out drying, in acetic acid in not too great excess, di- 
Inte the solution to 50 ce. with water, add 5 ce. of the 
solution of sodic acetate, and titrate as before. with the — 
uranic solution (§ 61, ¢). 

8. To determine the phosphoric acid that 1s combined 
with alkaline earths only, to 100-200 c.c. of the urine, ac- 
cording to its strength, add ammonia until alkaline reac- 
tion ensues, let the mixture stand 12 hours, and collect 
and treat the precipitate in the manner described in 2. — 
In another precisely equal quantity of urine, the precipi- — 
tate by ammonia is ignited and weighed; the amount of — 
magnesic pyrophosphate in this mixture may be estimated 
by multiplying the amount of phosphoric acid in it, as de- 
termined above, by 2.1831, subtracting the sum of the 
phosphates from this product, and multiplying the re- 
mainder by 2.5227. Ifit is desired to determine lime and 
magnesia directly, dissolve the mixture of the phosphates, 4 
obtained above by precipitation with ammonia, without 
drying it, in as smalla quantity of acetic acid as possible, 
precipitate the lime by ammonic oxalate, and the mag- 
nesia as phosphate again by excess of ammonia. ; 
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k. Sulphuric acid,—Heat 50-100 c.c. of the urine, add 
some nitric acid, and then baric chloride in slight excess 
(§ 59), 

i. Sulphur.—To determine total sulphur, mix 50 c.c. of 
the urine in a silver crucible with solid caustic potash and 
a little saltpetre; evaporate the mixture cautiously to. 
dryness, ignite the residue strongly until it is quite white, 
exhaust it with water, and determine sulphuric acid in the 
filtered solution, in the usual manner. 


m. Carbon and Hydrogen.—Absorb 10 c.c. of the urine 
by fine quartz sand that has been previously boiled with 
acid, washed, and ignited, dry the mixture, and burn it 
with plumbic chromate. (See Fresenius’s Quantitative 
Analysis.) 

SOLID EXCREMENTS. 


114, The solid excrements of the herbivora are exam- 
ined by almost precisely the same methods as are given 
for the analysis of fodder (§ 129). 

In the determination of woody fibre, owing to the pres- 
ence of resinous matters it is often necessary to boil the 
substance with alcohol before treating it with dilute acid 
and alkali. 

Microscopic examinations are often useful in the exami- 
nation of these excrements, in order to ascertain what 
parts of the plants, that were consumed as fodder, remain 
undigested. For this purpose, it is well to knead a por- 
tion of the substance in a linen bag under cold water un- 
til the latter isno longer made turbid. Starch, crystals 
of difficultly soluble salts, and grains of sand, may be 
looked for in the sediment deposited from the water used 
in washing, after long standing, while sugar, gums, lactic 
acid, etc., may be sought for in the solution; the residue 
in the bag may be examined with the microscope, with or 
without previous boiling with alcohol to remove resinous 
matters. 
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I. 


COMMERCIAL CONCENTRATED MANURES. 


115, The determinations of phosphoric acid, potassa, and 
nitrogen, are the most important in the examination of 
these manures. 


a. The method first recommended by Pincus for esti- 
mating phosphoric acid by means of a standard solution 
of uranic acetate can be applied in the analysis of guanos, 
bone-meal, bone-black, bone-ash, and most of the super- 
phosphates, so long as but little ferric oxide or alumina is 
present. The method deserves to be generally followed, 
for it is quickly executed and sufficiently accurate, and 
because it is desirable that all estimations of phosphoric 
acid, in the numerous forms in which it is presented to the 
public; should be made according to a common plan. 

The preparation of the standard solution and- the man- 
ner of conducting the analysis have been already describ- 
ed (§ 61, c). 

For the determination, 50 c.c. of the solution to be test- 
ed are generally taken, and 10 c.c. of the solution of sodic 
acetate added. If the quantity of the precipitate that is 
formed on the addition of this reagent and boiling is quite 
small, it may be filtered out, washed, dried, and ignited ; 
the residue may be regarded as ferric phosphate, FePO,, 
containing 47.02"|, of phosphoric acid (P,O,). The volu- 
metric process is carried out with the filtrate from this 
precipitate. If the precipitate of ferric phosphate is no¢ 
slirht, a gravimetrical process is safer ($ 93, 7). 


The volumetric process, under suitable circumstances, 
gives results that are within 1 mgr. of the truth. 
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In case a large quantity of phosphoric acid is present, 
or much free acid, 10 c.c. of the acetate may not be suf- 
ficient to saturate all this acid with soda. The brown 
color will appear, then, before all the phosphoric acid is 
precipitated; but it is diffused through the entire drop, 
and does not present a well-defined brown zone where the | 
drop of the test solution and of the ferrocyanide come to- 
gether; in this case add 5 ¢.c. more of sodic acetate, and 
it will be found that, in case free mineral acid was present, 
more of the uranic solution must be added before the 
brown color appears. In order to be sure in regard to 
this matter, it will always be well, after having reached 
the point of saturation, to add 5 ¢.c. more of sodic acetate, 
heat the mixture to boiling, and test a drop of the solu- 
tion with the ferrocyanide. Ifa brown color appears, the 
result first obtained was correct. Even 30 cc. of sodic 
acetate may be added without sensibly impairing the 
accuracy of the work. 


6. The examination for potassa may be conducted ac- 
cording to either of the methods described in § 93, G. 
The third method, in which platinic chloride is used to 
separate potassa from the alkaline earths, is more particu- 
larly applicable in the examination of the native potash 
salts, of which such extensive beds have been discovered 
in Germany, and from which large quantities are taken for 
agricultural purposes. 

e. The determination of the nitrogen is always made by 
combustion with soda-lime (§ 85). 


‘d. Fresenius (Quantitative Chemische Analyse, 894) 
gives the following good plan for stating the results of the 
analysis of a superphosphate; a similar plan can be fol- 
lowed, with such variations as may be necessary in each 
particular case, in stating the result of the analysis of any 

commercial fertilizer. 


LOE = 


226 § 115. FERTILIZERS. 


P.O; | N. 
Easily [time acid, HsPO,| 16.15:cont. P20; [anhyd]| 11.7 
Lime . 
soluble } Magnesia bas 0.5 
ae | Ferric oxide PO 
water. | Potassa the P.O; 
Diti- — 
Euitly Calcie sulphate 
ew (Ca80,, 234.) 42.00 
water. | 
Phosphoric acid 2.19 cont. P.O; [anhyd]| 2.19 
Soluble | Lime united 
in acids. } Magnesia with 1.00 
| Ferric oxide ) the acid 
Insol. _ 9 
a etd ; Clay and sand 49} 
Volatile matter, expelled on ig- } ‘ 
MUCIOM fete -e ois te sss otohe eat feo Ose 6.51 contain’g nitrogen 0.41 
Water expelled ‘at 100° 1Co0 cet. 5 29.15] 
100.00 13.89 0.41 


TARIFF OF PRICES OF COMMERCIAL FERTILIZERS. 


e. In 1857, A. Stéckhardt, of Tharand, published a 
tariff of prices of commercial fertilizers, with the aid of 
which, in a very simple manner, the cost of the manure 
could be compared with its real value; in this tariff, the 
estimation of the money value of each of the three im- 
portant constituents of these fertilizers in general, was 
based upon the price that would have to be paid for it in 
other and also commercial forms, containing a known and 
often guaranteed proportion of the substance. The per 
cent composition of a fertilizer being known, the pur- 
chaser could then tell, on consulting the tariff, whether he 
was required to pay any more for the number of pounds of 
nitrogen or phosphoric acid in 100 pounds of the article 
he was buying, than he would have to pay for the same 
number of pounds of nitrogen in the form of sulphate of 
ammonia, from the gas-works, for example, or of phos- 
phorie acid in the bone-black of the sugar refiners. 

A greatly improved form of this tariff, which was put 
out by Stéckhardt in 1866 ( Chemische Ackersmann, 1866, 
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226), 1s given below, with the prices estimated in gold per 
pound. 

The editor greatly regrets that he has not had the time 
or the opportunity to make a careful examination of the 
various forms in which nitrogen, phosphoric acid, and pot- 
ash, are to be had in this country, so that this tariff might 
be conformed therewith, and answer the same purpose for 
the American farmer that the original one does for the 
farmers throughout Germany. But, nevertheless, the 
values allowed for these three substances in the tariff as 
it stands are not far out of the way. Prof. Johnson (Re- 
port to the Secretary of the State Board of Agriculture, 
on Commercial Manures, April, 1869) gives the following 
values @7 gold: potash, 4 cents; soluble phosphoric acid, 
12} cents; insoluble, 4} cents; nitrogen, 17 cents. The 
mean of the four values of nitrogen in Stéckhardt’s tariff 
is 17.9 cents, 

Prof. Johnson says very truly in the same report, “The 
farmer will not often err in refusing to lay out his money 
for any article whose cost much exceeds the calculated 
value,” with reference to his own tariff; and the same may 
as well be said of the scale of prices adopted in this work. 


Price 
Form in which the substance exists in the fertilizer. @ |b. 
in gold. 
Phosphoric acid, soluble in water, as in superphosphate........ $ .12%¢ 
“ Roe Ch CLOVIaN OUAMNO.. 0.26. sre eek ee eeene’. Gre. .10 
ts ‘* in steamed bones finely ground, in rape cake, 
AIC EERE ONG oats chaos: a)8's. x) <vace Sec biete mad ore) c.geee -081¢ 
gf BU ee ICCE UMNO Ate o5 i: kine nla biicle. oS a be ae lowe 0716 
e *¢ in coarse bone meal, fresh human urine, ete..| .07 
zee ‘* in coarse broken bones, fresh human excre- 
MENTS: Stable MANETE CECI. «ajc, < cars s sei cmmye ete 051g 
Pcie AS OLGSSIC SIN TIRLE a5 cise ene sein es sat eecceusns pears 0614 
4 as potassie. chloride ‘and in*other forms. :...05.0 2.0.7.3. 051g 
Nitrogen, easily soluble, or in compounds that are readily de- 
composed, as ammonia, nitrates, dried blood, 
UCR DUNES CLG). Shh g Sel afoot ia sialee eh « Solel He bu ines abet ~22 
a PaGuNeeb, DONE Meal, POUMTeme, ETC... Sic ces qeeecsce 1914 
ay in coarse bone meal, rape meal, horn meal, wool dust, 
PEE AURA TE, COG ocr leis sy0.. ice. = ss oie oie secs 1616 
- in coarse broken bones, horn shavings, woolen rags, 
fresh human exerements, stable manure, ete...... Bo ASE 


———————— 
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According to this tariff, the money value of 100 pounds of the super- 
phosphate whose composition is given above, would be estimated as 
follows: 


11.7 Ibs. soluble phosphoric acid @ 1214 ets. $1.46 


2.19 ‘ insoluble rs Oo SS eae 32 
41 “ nitrogen oS Ae nae 08 
$1.86 


The yalue of a ton of 2000 pounds, at the same rate, would be $37.20 
in gold. 


BONE-MEAL. 


116, Bone-meal, as found in commerce, is prepared 
either from nearly or quite fresh bones, from bones that 
have been exposed to the air for some time, or from those 
that have been steamed or boiled; the first kind contains 
much fat and gelatine, and is usually quite coarse; the 
third kind has lost nearly all its fat and much of its gela- 
tine, and is quite fine; while the second occupies a position 
between the other two in all respects. 


a. Water.—Desiccate about 5 grms., if of the common 
kinds of steamed bone-meal, at 100°. 


6. Non-volatile matter.—Ignite the dried residue in @ 
and treat the ash with ammonic carbonate, to restore car- 
bonic acid that was expelled by heat (§ 91, d). 

ce. Nitregen.—Burn 0.5-0.8 grms. of the finely powder- 
ed meal with soda-lime (§ 85). , 


d. Phosphoric acid.—Dissolve 3-4 grms. of the ash 
obtained in 6 in as little nitric acid as possible, with the 
aid of heat; filter the solution into a 250 c.c. flask, wash 
the sandy insoluble residue, ignite, and weigh it. Fill the 
flask with distilled water up to the 250 c.c. mark, mix its 
contents well together, and determine phosphoric acid in 
50 ¢e.c. of this solution, with the standard uranic solution 
(§ 115, a). In order to saturate the free acid, it will be well 
to add 20 c.c. of the sodic acetate. If a coarse, splintery 
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bone-meal is under examination, a larger quantity, about 
50 erms., should be incinerated in order to get the ash for 
treatment with acid. 


e. Complete analysis of the ash.—Treat a portion of 
the solution obtained in d according to Scheme IV., § 94, 
taking 50-100 c.c. for @ and the same for }. This exami- 
nation is, in general, unnecessary, if the only object of the 
analysis is to determine the agricultural value of the 
article. 


fF. Fat.—Exhaust a weighed quantity of the finely pul- 
verized meal with ether, dry the residue at 125° C., and 
count the loss as fat (§ 87). 


g. Gelatine.—The gelatinous substances may be esti- 
mated by the difference between the total loss on ignition 
and the sum of the water and fat. 


h. Fineness of division of the meal.—The value of 
bone-meal depends not only upon its chemical composition, 
but also upon the fineness of the powder. 

To test the substance in this respect, it should be passed 
through sieves of different degrees of fineness; and it is 
important that all chemists should use sieves of the same 
kind, so that the results obtained by different persons can 
be compared with each other. 

Wolff recommends the use of the three finest sieves of 
the set made by Hugershoff, in Leipzig, the first of which 
({) has 1089 meshes ina square centimetre, the second 
(If) 484 meshes, and the third (III) 256. The residue, 
that will not pass through the coarsest sieve, should be 
examined, in order to see whether it is made up largely 
of grains which would pass through a little coarser sieve 
still, or of large splinters. 

One bone meal of excellent quality, analyzed by Wolff, 
contained 60°|, of No. I., 20°|, of No. IL, and 10°|, of 
ene ELT. 


0 0 
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BONE-BLACK, BONE-ASH, PHOSPHORITE. 


117. A. Bone-black, after it has been used by the sugar 
refiners, usually comes into the market as a manure. Pul- 
verize 30-40 germs. of it for examination. 

a. Water.—Desiccate 3-4 germs, for a considerable time 
at. 150° C. 

b. Non-volatile matter.—Ignite the dried substance 
obtained in a, and treat the residue with ammonic car- 
bonate, to restore carbonic acid expelled during the igni- 
tion (§ 91). 

c. Carbonic acid.—Estimate this in 8 grms. (§ 60). 

d. Nitrogen.—Burn 0.5 to 0.8 grm. with soda-lime 

c. Phosphoric acid, ete.—Digest the contents of the 
flask in e, after adding a little more nitric acid, several 
hours on the water-bath ; filter the liquid into a 250 cc. 
flask, wash the residue with hot water, dry it at 150°, 
weigh, ignite, and weigh again. The loss on ignition gives 
approximately the amount of charcoal, and the residue | 
left after ignition is to be considered as sand, though it 
may be tested with nitric acid to see whether any more 
is soluble. 

Dilute the contents of the flask to 250 ¢.c., mix all parts 
of the solution well together, and determine phosphoric 
acid in 50 ¢.c. with the uranic solution (§ 115, @). 

yf. Complete analysis of the ash.—Treat a portion of 
the solution obtained in e, or a solution obtained in the 
same manner, as directed in Scheme IV., § 94, taking 100 
e.c. for @ and the same for 6. 

g. Chlorine may be determined in a portion of the so- 
lution obtained in e, by precipitation with argentic ni- 
trate (§ 63). 

h. Caleic hydrate.—It is sometimes desirable to de- 
termine this in the bone-black. Moisten a portion of the 
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original substance with a solution of ammonic carbonate, 
evaporate the mixture very carefully to dryness in a cov- 
ered crucible, repeat the operation several times, and ig- 
nite, finally, to a dull red heat, not strong enough to burn 
the coal. Determine carbonic acid in this residue; the 
difference between the quantity found here and in ¢ repre- 
sents an equivalent quantity of calcic hydrate or caustic 
lime, CaO, H,O. 

B. Bone-ash should be treated as directed for the ash 
of bone-meal, with the addition of determinations of 
moisture and of carbonic acid, for the purpose of estimat- 
ing the calcic carbonate. 

C. Phosphorite, coprolites—Phosphorite, and other 
minerals containing phosphoric acid, are usually mixed 
with oxides of iron and alumina to such an extent that 
the acid cannot be determined volumetrically. 


a. Phosphoric acid.—To determine this alone, Freseni- 
us gives the following directions. (L/resenius’s Zeitschrift, 
6, 404). 

Heat about 0.5 grm. of the finely pulverized mineral in 
asmall flask about an hour on the water-bath, with 8-10 
e.c. of concentrated (fuming) hydrochloric acid, and 
evaporate the mixture to dryness in the usual manner for 
eliminating silica (§ 58, a, 1); moisten the residue with 2 
c.c. of hydrochloric acid, add, after a short time, 10 c.e. 
of concentrated nitric acid (Sp. Gr. 1.2), dilute with 
water, filter and wash the insoluble residue; evaporate the 
filtrate and washings almost to dryness, dissolve the resi- 
due in 5 ¢.c. of nitric acid, transfer the solution to a beak- 
er, rinse out the evaporating dish with a little water, and 
then with the solution of ammonic molybdate; add, in 
all, 150-200 c.c. of this reagent, and proceed with the 
elimination of the acid as directed in § 61, 8. 


6. Complete analysis.—Digest 5-10 germs. of the well- 
pulverized mineral with hydrochloric acid, filter out the 
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insoluble substance, dry it, boil it repeatedly with sodic 
carbonate, to dissolve out the silicic acid (§ 58, a, 2), and 
treat this insoluble residue with 6-8 times its weight of 
sulphuric acid to decompose the clay, as directed under 
soil analysis (§ 102). Evaporate the solution in hydro- 
chloric acid obtained above to dryness, and eliminate and 
weigh the silica (§ 58, a, 1), and examine the filtrate from 
the silica, as directed in Scheme I., except that manganese 
need not be determined, unless a qualitative test napeale 
its presence in notable quantity. 


GUANO. 


118, A. Peruvian cr other ammoniacal guanos.—_ 


Pulverize 200-500 grms. until the whole will pass through 
a tolerably fine sieve. 

a. Water.—KEstimate this in 1-2 grms. in such a manner 
as to collect the ammonia that is expelled at the same 
time by the heat ($ 90, d). The amount of ammonia 
given off is usually from 1-2°|, of the weight of the guano. 

b. Non-volatile matters.—Ignite 6-8 grms. carefully in 
a platinum crucible (§ 91). 

c. Nitregen.—Burn 0.5 grm. with soda-lime. The mix- 
ture should be made as quickly as possible in tlie tube, 
and the bulbed tube attached immediately, to prevent any 
loss of ammonia (§ 85, 0). 

d. Actual ammenia.— Determine this in 1 grm. by 
Schléssing’s process (§ 47, 0). 

e. Phosphoric acid, ete.—Digest the ash obtained in 6 
with nitric acid, filter out the sand, wash, ignite, and 
weigh it, and dilute the filtrate to 250 c.c. 

Determine phosphoric acid in 50 c.c. of this i by 
the volumetric method (§ 115, a). 

For another method of estimating phosphoric acid alone, 
mix 1 part of guano (1-2 germs.) with 1 part of sodic car- 
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bonate and 1 of nitre, fuse the mixture carefully, dissolve 
the residue in water, and evaporate the solution to dryness 
on the water-bath; treat this residue with hydrochloric acid 
and water, as in eliminating silicic acid (§ 58, a, 1); filter, 
add ammonia to the filtrate until it 1s in slight excess, then 
acetic acid until the caleic phosphate precipitated by the 
ammonia is dissolved; and then, without filtermg out the 
small amount of ferric phosphate, determine phosphoric 
acid by the volumetric method. (Fresenius.) 

JF. Complete analysis.—Treat a portion of the solution 
obtained in ¢, or one obtained in like manner, after elimi- 
nation of silicic acid, according to Scheme IV., § 94. 


g. Solubility in water.—Heat 10 grms. of the powdered 
guano with 200 ¢.c. of water, filter at once through a 
weighed filter, wash the contents of the filter with hot 
water, as long as the water has any yellow color and 
leaves a residue when evaporated; dry and weigh the in- 
soluble residue. Subtract the sum of the water and the 
insoluble substance from the total weight of the guano, 
and the remainder will be the soluble matter; and, if the 
insoluble residue is ignited and the ash weighed and sub- 
tracted from the total amount of ash, the amount of solu- 
ble non-volatile matters will be given by the remainder. 
(Fresenius. ) 

A. Uric acid.—Digest the part of the guano that is in- 
soluble in water with a weak solution of sodic hydrate; 
filter the mixture, precipitate the uric acid in the filtrate 
with hydrochloric acid, and proceed as directed in § 75, 
with the washing of the precipitate. 

i. Oxalic acid.—Expel the carbonic acid from a weigh- 
ed portion of the guano with sulphuric acid, neutralize 
the excess of acid with sodic hydrate entirely free from 
carbonic acid, and estimate oxalic acid with sulphuric acid 
and manganic binoxide (§ 69). 

k. Marks of a good Peruvian guano.—It forms a loose, 
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yellowish-brown powder mixed with soft lumps of various 
sizes, Which, when broken, exhibit white veins on the 
fractured surface, or sometimes a foliated crystalline ap- 
pearance. 

If a small quantity is heated with a few drops of dilute 
nitric acid and the mixture is evaporated to dryness at a 
gentle heat, a fine, purple-red colored residue is left, indi- 
cating the presence of uric acid (§ 75). 

It gives a good reaction for ammonia with sodic hydrate 
or lime. 

By digestion with water, about half is dissolved, form- 
ing a dark-yellow solution; if the guano is poor, a light- 
yellow solution is obtained. This solution gives the usual 
reactions for ammonia, lime, magnesia, and sulphuric acid. 

It loses 60-70°|, when ignited, and leaves a grayish- 
white ash that evolves but little carbonic acid when treat- 
ed with nitric acid, and leaves but from 1-3°|, of matters 
insoluble in acid, and contains 5-10°|, of fixed alkaline 
salts, 

Baker guano, and other phosphatie guanos.—These 
are examined in the same manner as the Peruvian guano, 
except that, since they contain but a very small propor- 
tion of nitrogen and alkaline salts, the determination of 
phosphoric acid alone answers for the estimation of their 
agricultural value. This may generally be made by the 
volumetric process. 


SUPERPHOSPHATES. 


119. These are generally mixtures of calcic sulphate, 
ealcic chloride, tricalcic phosphate, ferric phosphate, 
monocalcic phosphate, organic matters containing nitro- 
gen, coal and water. 

Mix the sample well together, breaking up all the lumps 
between the fingers or in the mortar. 

a. Water.—Desiccate 3-4 grms. for a considerable time 
at 150-160° C. (§$ 90). 
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b. Non-volatile matters.—Ignite the dry residue ob- 
tained in a (§ 91). 

ce. Nitrogen.—This should be determined, in case the 
phosphate was prepared from Peruvian guano or bone- 
meal, or it is claimed that it contains nitrogenous matter. 
Ignite 0.5-1 grm. with soda-lime. 


d. Actual ammonia.—Determine this, if present, by 
Schlissing’s process, in 1-2 germs. (§ 47, 0). 


e. Phosphoric acid.—The value of a superphosphate 
depends chiefly upon the amount of phosphate that it con- 
tains that is soluble in water, and, when the article was 
prepared from bone-black, bone-ash, phosphorite, or Baker 
guano, the determination of soluble phosphate suffices for 
the estimation of its value. But when made from steamed 
bones, wholly or in part, there is commonly from 5-6" |, of 
insoluble phosphate which should be taken into account. 
It appears that sometimes the proportion of soluble phos- 
phate diminishes when the article is kept for a long time; 
if, therefore, an unexpectedly small amount is found, a 
determination of the insoluble phosphate should be made 
also, in order to estimate fairly the value of the fertilizer. 

1. To estimate the soluble phosphate, triturate 10 germs, 
of the well-mixed sample with 200-300 ¢.c. of water, ap- 
plying pressure enouch with the pestle to break up the 
lumps, but not to pulverize the hard grains; let the mix- 
ture stand some time, pour off the clear supernatant liquid 
through a filter, and repeat the exhaustion with water as 
long as an acid reaction is communicated to a fresh por- 
tion; finally, put the whole insoluble residue on the filter, 
dry it at 100°, and weigh it; bring the volume of the 
aqueous extract to 1000 c.c. 

Determine phosphoric acid by the volumetric method 
in 100 c.c. of this solution, first precipitating and filtering 
out the ferric phosphate, if but a small quantity is formed, 
and dry and weigh this precipitate; 47.02°|, of it is phos- 
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phoric acid. If the superphosphate was made from a 
phosphatic guano, this precipitate of ferric phosphate will 
generally be too large to allow an accurate volumetric 
estimation of phosphoric acid, and a gravimetrical method 
should be followed. (§ 93, /Z) 

2. To estimate the insoluble phosphate, treat 20 grms. 
of the substance with water to which 20 cc. of nitric acid 
(Sp. Gr. = 1.4) have been added, and digest the mixture 
several hours on the water-bath. If a sufficient quantity 
of acid was added, the insoluble residue left after diges- 
tion can be plainly seen, when stirred up, to consist of 
nothing but heavy sand and particles of coal; if the so- 
lution appears to be incomplete, add 10 c.c. more of the 
acid and heat the mixture again several hours; finally, 
filter the solution into a litre flask, and when the filtrate 
is cool, bring its volume up to 1000 c.c.; determine phos- 
phorie acid by the volumetric method (§ 115, @) in 50 ce. 
of this solution, using 20 ¢.c. of sodic acctate. 

This result gives the total amount of phosphoric acid 
in the superphosphate, and, as the soluble phosphate has 
already been determined, the amount of insoluble phos- 
phate is readily estimated. 

The insoluble residue of sand in this examination may 
ce ignited and weighed. 

jy. Complete analysis.—Examine the aqueous solution 
prepared above, if it is particularly desired to learn its 
composition, according to Scheme I'V., § 94, taking 100 c.c. 
for a, and 100 cc. for 6 with previous treatment with 
sodic carbonate and potassic nitrate; also determine chlo- 
rine in 50 c¢.c. of the solution, by precipitation with ar- 
gentic nitrate (§ 63). 

Or, for a more complete analysis, including the determi- 
nation of what is soluble in acid with what is soluble in 
water, examine the nitric-acid solution obtained in e ac- 
cording to Scheme IV., except in case the phosphate 
contains much organic matter, when it would be better to 
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analyze a solution of the ash obtained in J, in nitric acid. 
Sulphuric acid and chlorine, however, must always be 
determined in the nitric-acid solution of the original sub- 
stance. 


GYPSUM. 


129. a. Water.—Ignite 2 germs. of the finely pulverized 
gypsum gently. 

6. Insoluble matters.—Digest 2 grms., likewise finely 
powdered, with very dilute hydrochloric acid, as long as 
anything appears to be dissolved, filter out the insoluble 
sand and clay, wash well with hot water, dry, ignite, and 
weigh the insoluble residue. 

ce. Sulphuric acid, ferric oxide, lime, ete.—Divide 
the acid solution in two equal parts, and in one pre- 
cipitate sulphuric acid with baric chloride (§ 59), and 
in the other, after dilution with water and heating with 
a little concentrated nitric acid, precipitate ferric oxide 
and alumina, with ammonia in slightest possible excess 
(§ 51). Filter the precipitate out quickly, so as to 
avoid the precipitation of calcic sulphate in the alkaline 
solution, wash it well, and then weigh it after ignition. 
Immediately on filtering out this precipitate by ammonia, 
add ammonic oxalate, in excess to the filtrate to pre- 
cipitate the lime (§ 49, a), and estimate magnesia in the 
filtrate from the lime, in the usual way with hydric 
disodic phosphate (§ 50, 6) : 

d. If there is a considerable precipitation of ferric oxide 
by ammonia, some calcic sulphate 1s very lable to be 
mixed with it. In this case, it is better to boil about 
1.5 grms. of the finely powdered gypsum an hour with a 
solution of 6-8 germs. of pure sodic carbonate; by this 
operation, if the gypsum was properly pulverized, it 1s 
completely converted into calcic carbonate. Tilter, wash . 
the contents of the filter well with hot water, and precipi- 
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tate the sulphuric acid in the filtrate with baric chloride; 
transfer the filter with its contents to a deep beaker, and 
dissolve the carbonate in dilute hydrochloric acid with 
the usual precautions, filter, wash well, dry, ignite, and 
weigh the residue of sand and clay. Determine lime and 
magnesia in the filtrate in the usual manner (§ 59, 0). 


e. AlKalies.—To determine these in gypsum, boil 10 
grms. repeatedly with dilute hydrochloric acid, filter, and 
eliminate the alkalies as chlorides (§ 93, G.). 

J. A determination of carbonic acid will furnish means 
of estimating the amount of calcic carbonate ia the gyp- 
sum; take 5-10 germs. for the analysis (§ 60). 


SALT. POTASH COMPOUNDS. 


121, A. Salt. a. Water.—Gently ignite 3-4 grms., 
well pulverized, in a platinum crucible that is kept well 
covered, and carry the temperature finally to a dull red. 


6. Complete analysis.—Dissolve 10 grms. in hot water, 
filter the solution into a litre flask, and wash, dry, ignite, 
and weigh the insoluble residue. 

This residue consists mostly of sand and clay. If gyp- 
sum is contained in it, digest it with dilute hydrochloric 
acid as long as anything appears to be dissolved, filter 
the solution, add ammonia in excess to the filtrate, filter 
out the precipitated ferric oxide and alumina, precipitate 
lime in the filtrate by ammonic oxalate, and sulphuric acid 
in the filtrate from the calcie oxalate by baric chloride 
after acidification with hydrochloric acid, 

Bring the volume of the aqueous solution of the salt, ob- 
tained above, to 1000 c¢.c., and determine lime and mag- 
nesia in 400 c.c. (§ 50, 4), and chlorine in another portion 
by the volumetric process (§ 63, 6). Dilute 800 cc. with 
more water, acidify it with hydrochloric acid, and exam- 
ine the solution for sulphuric acid and the alkalies (§ 93, 


§ 122. CHILI SALTPETRE. 239 


E and G). The determination of potassa in common 
salt is generally unnecessary. 

B. Potassa salts —Dissolve 10 grms. in hot water, and 
determine potassa at once with platinic chloride in a por- 
tion of the solution (§ 93, G, 8). | 

For the complete analysis, or the determination of 
water, proceed as directed for the analysis of salt. 


CHILI SALTPETRE. 


122. a. Water.—Desiccate 3 grms. at 110° C. 

6. Complete analysis.—Treat 20 grms. of the pulver- 
ized salt with hot water, filter the solution into a litre 
flask, collect the insoluble residue on a dried and weighed 
filter, wash it well with hot water, dry it at 125° C.,, 
weigh it, and then ignite it at a low temperature, and 
weigh the ash. These results give the amount of ¢xsodv- 
ble sand and clay, and, approximately, the organic mater. 

Bring the volume of the aqueous solution to 1000 «.c., 
determine sulphuric acid and chlorine in two portions of 
200 ¢.c. each, by precipitation with baric chloride (§ 59) 
and argentic nitrate (§ 63), and lime and magnesia in an- 
other portion of 500 c.c. (§ 50, 0). 

ce. §0da.—This may be estimated by the difference 
between the total amount of substance taken, and the 
sum of the acids, water, organic matter, and the other 
bases ; or it may be estimated by converting all the bases 
into sulphates, in the manner described for converting 
potassa into sulphate (§ 44), and weighing the mixture 
of the salts; then subtract from this the sum of the 
weights of calcic and magnesic sulphate, as estimated from 
the determination of those bases, already made, and the 
remainder will be the sodic (and potassic) sulphate. 

d. 'To determine approximately the amount of potassa, 
if any is present, dissolve this residue of mixed sulphates 
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in very dilute hydrochloric acid, determine sulphuric acid 
in the solution by precipitation with baric chloride (§ 59), 
deduct so much of the sulphuric acid as is estimated to 
have been combined with the lime and magnesia, and de- 
duct also the corresponding quantity of sulphates from 
the total amount of sulphates, and with these remainders 
estimate the potassa and soda by the formula for the in- 
direct determination of these bases (§ 46, e). 

ec. Nitric acid.—This may be determined by Schliss- 
ing’s process in 10-20 c.c. of the aqueous solution cb- 
tained in 8, or by fusion of about 2 grms. of the salt with 
silicic acid (§ 62). This estimation an be dispensed 
with, since the weight of the nitrates equals the difference 
between the total amount of salt taken, and the sum of 
the sulphates and chlorides, as already determined. 

f. If the Chili saltpetre is adulterated with salt, its so- 
lution will give an abundant precipitate with argentic 
nitrate; if adulterated with soda (sodic carbonate) it will 
cive the reaction for carbonic acid ; if with maenesic sul-~ 
phate (Epsom salts), it will give a decided reaction for 
sulphuric acid and for magnesia; and if with sodic sul- 
phate (Glauber’s salt), it will give a decided reaction for 
sulphuric acid, but none for magnesia. 
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CHAPTER VII. 


AVA SPs’ Or ASHES: 


ASHES OF PLANTS. 


123. To prepare the plant for incineration, it must first 
be most carefully cleaned ; and too much care cannot be 
taken in this respect, for if any particles of sand or clay 
are left adhering to the object, the accuracy of the analy- 
sis is of course thereby greatly impaired, or the analysis 
itself is rendered much more difficult of execution. 

a. Roots and tubers must be cleaned with a soft brush, 
under a current of water, and be afterwards repeatedly 
rinsed off with distilled water, and immediately dried 
with a soft cloth. The dust is removed from stems and 
leaves, when possible, by wiping them with a soft cloth. 
Seeds, particularly the larger kinds, may be put in dis- 
tilled water for a few minutes, and immediately, before 
the water can have time to penetrate them, put on a 
sieve to drain, laid on filter paper and dried as quickly 
as possible between soft cloths. 

b. To dry the green parts of plants and fleshy roots, 
hang them on threads in a drying-chamber, the roots 
being cut in thin slices. Zubers may be dried in the same 
way. Roots and tubers so dried are then coarsely pul- 
verized in the mortar, while leaves and stems are cut up 
with clean shears; seeds are broken up to a coarse powder 
in a mortar. 


c. The incineration is best effected in shallow platinum 
trays, that are heated over the gas-lamp, or in large cast- 
iron. muffles, about 50 cm, long and 13 cm, wide, built 
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into an appropriate furnace in such a manner as to be 
heated mostly at the sides and on the top. The heat 
must, at first, be kept very low for several hours, or even 
days, while the substance is slowly charred; the coal, 
when so slowly formed, takes a more porous consistency. 
When the evolution of gases has nearly ceased, the heat 
may: be gradually raised, but not at any time to a percep- 
tible red; in this way, at least in the incineration of most 
of the fodder-plants, roots, and woods, that yield an ash 
rich in carbonates, a perfect combustion is obtained with- 
out fusing the ash. In case some coal remains, that re- 
sists combustion without applying too high a heat, exhaust 
it with hot water two or three times; the washed residue 
is usually very easily burned. Then either add the aque- 
ous solution just obtained to the ash, evaporate the mix- 
ture to dryness on the water-bath, ignite the residue very 
gently, and weigh it; or weigh the last ash, and bring 
the aqueous extract of the coal to a certain volume, and 
for each part of the subsequent analysis, mix together 
equal fractional parts of ash and extract. 

Substances rich in silica, as the grasses, and the stems 
and chaff of cereals, and also seeds rich in alkaline phos- 
phates, are with difficulty made to yield an ash that is free 
from coal. Such substances should first be charred at a 
very low temperature ; then, without disturbing the coal 
in the dish, moisten it with a cold saturated solution of 
baric hydrate, dry the moistened mass, and ignite it in the 
mufile at a barely visible red heat ; the completion of the 
incineration generally requires from 8 to 12 hours. Enough 
baryta water must be added, by moistening and drying 
the coal several times, so that the ash will contain about 
half its weight of baryta. The addition of this substance 
almost entirely prevents the escape of the chlorine, effects 
a more speedy combustion of the coal, makes the silicates 
decomposable by acids, and insures the presence of phos- 
phoric acid in the ash in a readily determinable form, 
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The whole quantity of the ash, in whatever way ob- 
tained, should be most carefully pulverized and mixed 
together before any sample is taken for analysis, 
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124, a. Carbonic acid.—Determine this in 1-2 grms., 
using nitric acid to expel the carbonic acid. 

6. Chiorine.-—Estimate this in the nitric-acid solution 
obtained in a, after filtering out the insoluble portion. 


c. Silica, sand, and coal,—Moisten a portion (3-4 grms.) 
in a flask, with concentrated nitric acid, add concentrated 
hydrochloric acid, and* digest the mixture for a long time 
at an almost boiling heat. Rinse the whole into an evapo- 
rating dish, evaporate to dryness, moisten the residue with 
hydrochloric acid, and proceed to eliminate and deter- 
mine silica, sand, and coal, as directed in § 58, a, 3. 

If the ash contains no sandy particles, as may be shown 
by the absence of any grittiness when the residue, insolu- 
ble in hydrochloric acid, is stirred with the glass rod, the 
boiling with sodic carbonate may be omitted, and nothing 
need be done but collect the silica on a weighed filter, dry 
it at 110°, weigh it, and ignite, and weigh it again, to 
determine the unconsumed carbon that may be mixed 
with it. 

If there are more than a few centigrammes of this carbon 
in three or four grammes of the ash, the substance has not 
been properly incinerated, and very unreliable results 
may be obtained in the analysis, particularly as regards 
the phosphates and the alkalies. 

d. Complete analysis.—Bring the filtrate from the in- 
soluble portion to a volume of 500 c.c., and examine it 
according to Scheme IV.,§ 94. If more than traces of 
manganic oxide are present, and it is desired to estimate 
this base, proceed according to Scheme IIL, § 94, 
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B. ASH RICH IN SILICA, MIXED WITH BARYTA. 


a. Determine carbonic acid and chlorine, and pre- 
pare the solution for the complete analysis, precisely as 
under A. 

The residue, insoluble in hydrochloric acid, on. eliminat- 
ing silica in the usual way, contains, besides sand and 
unconsumed carbon, baric sulphate, in which is the sul- 
phuric acid of the a and it must be treated accord- 
ingly. Collect it on a tea and weighed filter, wash it, 
dry it at 110° C., and weigh, Then treat it en ite 
carbonate (§ 58, a, 2); but, as the baric sulphate is not 
readily decomposed by the carbonated alkali, the boiling 
must be repeated several times, with fresh portions of the 
carbonate, the insoluble part allowed to settle completely 
after each boiling, and the clear liquid decanted without 
transferring any notable quantity of the solid to the filter ; 
when the filtered liquid gives no reaction for sulphuric 
acid, after acidification with hydrochloric acid, the decom- 
position may be considered as ended ; if the portion with 
which the test is made gives a reaction with baric chlo- 
ride, it should be put back ito the liquid to be boiled. 

Transfer the silica and coal to the filter, after the boil- 
ing is finished, pour dilute hydrochloric acid over it as 
long as there is -any effervescence, wash the filter care- 
fully with water, dry at 110°, weigh, ignite, and weigh 
again, and so estimate sand and unconsumed carbon, as 
under A. 

Evaporate the alkaline solutions and washings to dry- 
ness, and eliminate silica (§ 58), and determine sulphuric 
acid in the filtrate from the silica, with the aid of baric 
chloride (§ 59)... 


«.-b. Complete analysis.—Examine the solution obtained 
in a, and filtered from the silica, etc., according to Scheme 
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IIT. or IV., § 94, with these exceptions, that sulphuric acid 
need not be determined under a, and that, before precipi- 
tating lime by ammonic oxalate, the barium should be 
removed by precipitation with a very dilute sulphuric 
acid, containing but one part of acid in 300-400 of water ; 
the precipitated baric sulphate should be examined for © 
lime by heating the moist precipitate with ammonic car- 
bonate, washing it, and then treating it with dilute hydro- 
chloric acid, neutralizing the acid with ammonia, -and 
adding ammonic oxalate. 


C. MISCELLANEOUS DETERMINATIONS. 


a. Sulphur.—A part of this is volatilized during the 
process of incineration. In order, therefore, to determine 
the total amount in the plant, treat 4-5 grms. of the dry 
substance with fused potassic hydrate and nitrate (§ 92). 


6. Sulphuric acid, already formed in the plant,—A 
few cultivated plants contain more than mere traces of 
this acid. To determine it, and also the chlorine, if it is 
desired, prepare an extract of the plant by water contain- 
ing *|,, of nitric acid. 

Draw out one end of a glass tube, about 60 cm. long 
and 1-1’|, em. in diameter, in such a manner that a rubber 
tube and clamp can be attached, after the fashion of a 
Mohr’s burette. Close the throat of the tube, where it 
_ begins to taper into the smaller tube, with a plug of cot- 
ton that has been previously boiled in the acidulated 
water, such as is to be used for the extraction. Put 8-10 
germs. of the dried substance in the tube, fill the latter 
with the acidified water, and let the two remain in contact 
several hours; then open the clamp, let some of the water 
run off, add fresh acidified water, and repeat the operation 
until the extract gives at the most the merest opalescence 
with argentic nitrate. 
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In this acid solution precipitate sulphuric acid with baric 
acetate, and chlorine with argentic nitrate in the filtrate 
from the baric sulphate; treat this last precipitate as one 
produced in the presence of organic matter, if it is at all 
abundant. 


125. The following method of incineration and analysis 
is given by Reichhardt, by which the volatilization of any 
mineral matters is avoided, as well as the addition of any- 
thing to the ash to facilitate incineration. 


1. Carefully char enough of the dried substance to yield 
2 germs. of ash, pulverize the coal, and exhaust it with 
several portions of hot water. 


a. Add argentic nitrate to this extract immediately. 


6, Exhaust the coal with water containing a little nitric 
acid, wash with the same, and add this extract to a. 


2. Incinerate the coal completely, and exhaust the ash, 
first with water, and then with moderately concentrated 
nitric acid, and add these extracts to those obtained in 1. 

3. Determination of sulphur and chlorine.—The pre- 
cipitate by argentic nitrate, in these extracts, contains the 
sulphur that was present in a soluble form in the plant, 
and the chlorine. Acidify the mixture of precipitate and 
liquid with nitric acid, if not already acid, collect the 
precipitate of argentic sulphide and chloride on a dried and 
weighed filter, wash it well, and add the filtrate and wash- 
ings to those obtained in 4, below. 

Treat the precipitate on the filter with ammonia, by 
which the argentic chloride is dissolved, wash the insolu- 
ble argentic sulphide, dry it at 100°, and weigh. It con- 
tains 12.9°|, of sulphur. 

Precipitate argentic chloride in the ammonic extract, by. 
nitric acid in excess, and treat the precipitate in the usual 
manner (§ 63). 

4, Heat the residue, insoluble in nitric acid in 2, with 
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concentrated hydrochloric acid, and filter. By mixing this 
filtrate with that obtained in 3, the excess of silver is pre- 
cipitated, and may be removed from the solution by fil- 
tration. 


5. Treat the residue, insoluble in hydrochloric acid, as 
directed in § 58, a, 3, for the separation of silica, sand, 
and coal. 


6. Eliminate the silica in the hydrochloric solution fil- 
tered from the excess of silver in 4, in the usual manner 
(§ 58, a, 1), and examine the filtrate from the silica ac- 
cording to Scheme III. or IV., § 94, according to whether 
manganese is or is not to be determined. 


126, Statement of results—So much sodium as is nec- 
essary to combine with all the chlorine should be consid- 
ered as so combined, while the remainder of the sodium is 
given as sodic oxide. 

If there is not sodium enough for this purpose, take 
enough of the potassium to combine with what chlorine 
is left, and give the remainder of the potassium as potassic 
oxide. 

The manganese is to be given as manganous manganic 
oxide, Mn,Q,,. 

The sand and coal are accidental ingredients of the ash, 
and therefore the percentage composition should be calcu- 
lated with reference to what is left after subtracting these 
from the weight of ash taken for analysis. 

The percentage composition should moreover be given 
with reference to the remainder left after subtracting the 
carbonic acid also, since this is not properly one of the 
mineral substances found in the plant, but results from the 
combustion of the organic acids. 

The first statement enables one to judge of the accuracy 
of the analysis, and the second gives the real composition 
of the mineral matter found in the particular plant exam- 
ined. 
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Analysis of the ash of hops. - (Wheeler.) 


COs, coal, 
dtc.,: -|COs,-ete., 
included. |deducted. 


MP ESAs < a's dictates 2% % debi cts eaeM io eke bl dels alee tee 36.49 44.33 
SSS eo s'o sie wc 0 p's oe ore rie ate Se se otee Pieioty ae Sake aie Sener 
MSUHAG 3 force crete’: subs Ase bh ees Sees aed Me oie eae os Sere 11.36 18.33 
MBO TICSIA oc pmciccite pei aps corte | open eletacrene Le 1.49 
WENTIC OXIDE, | Anse te see Wee teed Oe aacolamice Detetomiees 0.48 0.56 
Manganous manganic. oxide. . 102 {2S aei kk. sms octal ae trace. 
AVOUT ate ee ee ke A, Sa ors SEM wtittPerete aba trace. 
PHOSPHOTICHACId 2 ea ee ean toe ee eens eters iat 12.67 14.86 
Sulphuric, acid My. km. g sig chs Satoh cele ee siae pie eee 1.98 2.82 
Potassie Chloride :jcocictc acc Scheie me os taicie arate eromniatonens 8.48 9.94 
SOG: CMIOTIGE SoS ote caren jo ences ene Soins tao 1.21 1.41 
SilbeiCgaer Gin 2 Saat elo der chs. ee Such aoe ee ea ee 10.02 11.76 
Car OMNiGsdOWl.n 650 wie des lee cole cc eiaiee sae tar ae oateraan 12.50 
Charcoal and Band een ets fuses sehieile 2 ae e's Sa tea tone 1.91 
99.67 100.00 
petollashy’ . Hig. GA oe tee crete tn che oleae ses 9.14 
Il. 


THE ASH OF ANIMAL SUBSTANCES. 


127, Animal substances are incinerated with difficulty, 
particularly when they fuse before they become charred ; 
the attempt should be made, however, to burn them with- 
out the addition of any agents. 

First char the dry substance in a platinum dish, raising 
the heat very slowly, so as to avoid fusion, if possible ; 
when the charring has attained such a point that water is 
no longer colored when left for a time in contact with the 
coal, break the coal up into a coarse powder, and boil and 
wash it several times with water, acidified with a little 
nitric acid in case no carbonates are present, or carbonic 
acid is not to be determined ; then dry the coaly residue 
and -complete the incineration in the muffle, at a barely 
visible red heat. 

Sometimes it will be found necessary to repeat the 
exhaustion with water and heating in the muffle several 
times, before the incineration can be completed. 
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This process, will, however, hardly succeed in many 
cases, and usually only when the ash yielded by the sub- 
stance is rich in alkaline carbonates or sodic chloride, or 
when but a small quantity of the substance is incinerated 
in order to determine the total amount of ash. Since a 
considerable proportion of alkaline phosphates is often - 
present, which is converted into pyrophosphate during 
the incineration, it is generally necessary to treat the 
charred substance with baryta water, in the manner di- 
rected for the incineration of vegetable substances rich in 
phosphates. 

In the analysis of the ash, proceed as directed for the 
analysis of ashes of plants, with the exception that, since 
silicic acid and sand are rarely present, the work is some- 
what simplified. The total sulphur should be determined 
in a portion of the substance that has been heated with 
potassic hydrate and nitrate (§ 92). 


ER, 
ASHES OF FUEL. 


128, a. Carbonic Acid.—Determine this in 2 grms. 

b. Chlorine.—Determine this in the nitric-acid solution 
obtained in a. 

ce. Complete Analysis.—Conduct this as directed for the 
analysis of the ash of plants poor in silica. (§ 124, ¢, d.) 
The estimation of potassa and phosphoric acid is of most 
importance in respect to the agricultural value of the 
ashes. 10-15 grms. of wood ashes, or 15-25 grms. of 
peat or coal ashes, should be treated with acid, in order to 
prepare a sufficient quantity of the solution. 

d. Potassa.—For a volumetric determination of potassa 
that will answer very well for practical purposes, treat 
6.91 grms. of the wood ashes in a flask of about 300 c.c. 
capacity with 5-6 grms, of caustic lime and 40-60 c.c. of 

AH leg 
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water, and heat the mixture to boiling. Filter the solu- 
tion into a graduated cylinder, and wash the insoluble 
residue with sufficient water to make the volume of the 
solution exactly 100 ¢.c., when properly cooled. ‘Titrate 
10 c.c. of this solution with the normal acid (§ 44, 7), 
subtract 0.3 c.c. for the excess of lime, and then multiply 
the number of cubic centimetres required by 10, for the 
per cent of potassic carbonate. 

Peat and Coal Ashes are usually very poor in alkalies 
and phosphoric acid. Their agricultural value depends 
more particularly on the amount of calcic sulphate 
(gypsum), and calcic carbonate and phosphate, which they 
contain. 

Many kinds of peat leave ashes that are rich in gypsum ; 
in such cases it is well to boil about 2 grms. of the ashes 
an hour, with a solution of 6-8 grms. of sodic carbonate, 
and determine sulphuric acid in the aqueous solution so 
obtained, and lime in the hydrochloric solution of the 
residue insoluble in water. 


§ 129. FopDER. 251 


CHAPTER VIII. 


FODDER AND FOOD. 


E 


FODDER. 


129, In the examination of fodder, it is very desirable 
that chemists should follow a common method. 

The processes of analysis that have been perfected at 

_ the experimental station, Weende, by Henneberg, Stoh- 
mann, Rautenberg, Kiihn, Aronstein, and Schulze, com- 
mend themselves for general use. 
a. Preparation of the Sample for Analysis.—In order 
that the sample may fairly represent a large quantity of 
the fodder, a handful should be taken here and there from 
all parts of the pile or the field, till 15-20 such portions 
are obtained: mix the whole well together, and take 
about 1 kilo. of dry fodder or 3-4 kilos. of green for the 
sample. 

Cut it up with shears, weigh it, dry it for several days 
in a drying-chamber at 50-60°, expose it to the air 24 
hours, and weigh it again in this air-dried condition. 

b. Hygroscopic Water.—Grind 50 to 100 grms. of the 
dry substance quickly in a steel mill and desiccate 10 grms. 
of this powder at 110° C, 

c. Non-volatile Matter.—Incinerate the dried sub- 
stance obtained in 0, subtract carbonic acid and coal, and 
calculate the non-volatile matter in the fodder as it was 
taken for analysis. 

130. Reduce the rest of the air-dried substance to a 
fine powder, by alternate grinding and sifting, and pre- 
serve it in well-stoppered bottles. 

a. Water.—Desiccate 3-5 grms. of this powder at 
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110° C., and calculate the amount of dry substance in the 
powder. | 

b. Protein Compounds.—Ignite 0.7 to 1 grm. with 
soda-lime (§ 85). 

c. Fatty Substances.—Extract these from 6-8 grms., 
by ether (§ 87). 


d. Crude Cellulose.— Boil a quantity of the powder 
containing about 3 grms. of dry substance, half an hour, 
with 200 c.c. of dilute sulphuric acid, containing 1.25°|, 
of monohydrated acid, in a flask that is attached to the 
lower end of a Liebig’s condenser ; let the mixture stand 
till the solid particles settle to the bottom; draw the clear 
liquid off into a beaker, as completely as possible, with a 
small siphon, and finally with a pipette; pour 200 cc. 
of water over the residue in the flask, boil again half an 
hour in the same manner as before, and as before let the 
solid particles settle and remove the clear liquid; repeat 
this operation once more. 

Then boil the substance in the same way with 150 c.c. 
of water and 50 ¢.c. of a solution containing 50 grms. of 
fused caustic potash in the litre, and afterwards twice with 
200 c.c. of water, removing the liquid each time in the 
same manner as described for the sulphuric acid, but put- 
ting these alkaline washings in a beaker by themselves ; 
finally, bring the residue on a dried and weighed filter. 
Then, with the siphon, draw off the clear alkaline liquid 
from any sediment that may have been deposited in it ; 
transfer this sediment to the same filter, and wash the 
whole, as long as the washings have an alkaline reaction ; 
then add the sediment in the beaker containing the acid 
washings, after drawing off the clear liquid with the 
siphon, and wash again, as long as the washings have an 
acid reaction. Wash the contents of the filter succes- 
sively with alcohol and ether; dry the filter and its con- 
tents at 110°, weigh, incinerate the residue, and weigh 


§ 131. FODDER. 253 


the ash. The difference between the total weight of the 
insoluble residue and that of the ash equals the crude 
cellulose or fibre. 

The residue obtained in this way is a mixture of cellu- 
lose with various other substances. When obtained from 
the grasses it is comparatively the purest, but contains 
2-3°| of protein compounds. When prepared from clover, 
it contains 5-6"|, of the same substances ; but even after 
subtraction of these albuminoids, the residue contains 
1—7°|, more carbon than pure cellulose. 


131. ¢. Dry Matter Soluble in Water.—To determine 
the amount of substance soluble in water, boil 10-20 
germs. with 10-12 successive portions of 200-800 c.c. of 
water in a flask that is connected with the lower end of a 
Liebig’s condenser (§ 39, c), and after each boiling, sepa- 
rate the water as quickly as possible from the residue; all 
the portions of water are afterwards passed through a 
ribbed filter, that is pierced with the glass rod and 
replaced by a new one as often as it becomes choked up, 
so that the filtration shall proceed as rapidly as possible. 
Bunsen’s method of filtration can be used in this case to 
great advantage. 

The extraction should, at any rate, be finished in one 
day, so that the solution may not begin to mould before 
it is examined. 

Evaporate 200 ¢.c. of the extract almost to dryness, in 
a platinum dish, on the water-bath ; complete the desic- 
cation on hot sand, under the receiver of the air-pump 
($ 90), and weigh ite residue. 


b. Non-volatile Matter Soluble in Weise tisherite 
the residue obtained in a. Generally an ash free from 
coal can be obtained ; if not, filter out and weigh the 
coal in the usual manner, and subtract it and the carbonic 
acid from the total residue. 

An excess of mineral matters is — found in this 
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solution, for the water dissolves some of the glass with 
which it comes in contact. 


If it is not desired to subject the residue insoluble in 
water to further treatment with alcohol and ether, as 
below, it can be dried and weighed, and ash and nitrogen 
determinations made with portions of it; then, by sub- 
tracting the amount of ash and nitrogen found in it from 
what was found in the original substance, the amount that 
should be found in the aqueous extract may be estimated, 
and thus the tedious evaporation of a portion of that 
extract to dryness be avoided; or the two sets of deter- 
minations may be made to control each other ; the differ- 
ence between the amount of substance taken for extraction 
with water and the weight of the insoluble substance, 
above determined, will give the amount soluble in water. 

Or, since the alcohol and ether used for extracting the 
residue insoluble in water, as below, usually take up but 
traces of mineral matters, we can, in case these solvents 
take but a few per cent of that residue into solution, 
consider the residue insoluble in alcohol and ether as con- 
taining the same amount of ash ingredients as the residue 
insoluble in water only, and the determination of the 
ash in this will answer the same purpose as if estimated 
in the first insoluble residue. 


c. Nitrogen in Forms Soluble in Water.—Evaporate 
500-1000 c.c. of the aqueous extract to a syrup, on the 
water-bath, absorb the residue by as small a quantity of 
calcined gypsum as possible, collect the whole in a watch- 
glass, dry it for a while at 88-90° C., and ignite the residue 
with soda-lime (§ 85, a). 

d. Actual Ammonia.—Determine this in a portion of 
the aqueous extract, by Schléssing’s method. Acidify 
300 c.c. of the extract with hydrochloric acid, and con- 
centrate it. A more accurate result may be obtained by 
Knop’s method of setting free the nitrogen and measuring 
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its volume in the azotometer, (See Lresenius’s Quan- 
titative Analysis.) 


e. Sugar and Gum in Aqueous Extract,—Evaporate 
500 to 1000 ¢.c. nearly to dryness, as quickly as it can be 
done without loss, and, if possible, in a space where the 
air can be rarefied, and exhaust the moist residue with 
alcohol of 80-85°|,, by repeated boiling with fresh por- 
tions of the solvent, as long as it is colored. Filter the 
liquid, add water to the filtrate, expel the alcohol by heat, 
filter through animal charcoal, if necessary, bring this 
filtrate to a certain volume, and estimate glucose and 
saccharose (§ 81). 

Dry the residue insoluble in alcohol at 100° C., weigh, 
and incinerate it. Subtract the ash and protein com- 
pounds, as may be estimated from determinations already 
made, from the total amount of the residue insoluble in 
alcohol, and call the remainder gum and vegetable acids. 


J. Nitric Acid.—To control the determination of nitro- 
gen already made in a portion of the aqueous extract, 
nitric acid may be determined, in addition to the ammonia 
already estimated; thus it may be learned how much 
_of the nitrogen is present in the form of these inorganic 
substances. 

Evaporate 500-1000 c.c. of the aqueous extract to a 
small bulk, and determine nitric acid by Schléssing’s 
method (§ 62, a). 


Frithling and Grouven (Landwirthsch. “Versuchs-Sta- 
tionen, 9, 9) prepare the aqueous extract of the plant, 
particularly for the determination of nitric acid, as fol- 
lows: Put 100-500 grms. of the finely divided but not 
ground air-dried substance in strong beakers of a capacity 
of two litres; add enough 50°|, alcohol, so that the whole 
mass of the solid will be completely covered, when pressed 
down firmly with a pestle and kept Soe by a bite 
weighted with a glass filled with mercury. 
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After 12 hours, pour off the dark-colored liquid, wrap 
the solid mass in a linen bag, and, with a powerful screw- 
press, force out the pinnae of the alcohol. Pour 
diluted alcohol over the press-cake 4 or 5 times, and each 
time press the liquid out completely. In this way 1-2 
litres of a highly-colored alcoholic extract are obtained. 
Heat the liquid almost to boiling till all the alcohol is 
volatilized, evaporate it to a small bulk, add an excess of 
rather thick milk of lime, and boil the mixture for some 
time ; allow the precipitate to subside, draw off the clear 
liquid with a siphon, filter the remainder through linen, 
and wash the residue well; heat the solution thus ob- 
tained, pass carbonic acid through it, boil and filter ; 
evaporate the filtrate to a small bulk, and use the whole 
of it for the determination of nitric acid by Schléssing’s 
process (§ 62, a), in case there is reason to believe that but 
little is present; or a part of it may be used for this pur- 
pose, and the remainder treated as directed above for the 
examination of the aqueous extract. 

132. If it is desired to estimate still more in detail the 
non-nitrogenous substances in the fodder, boil the residue 
that is insoluble in water ($ 131, @), first with common, 
and then with absolute alcohol, so long as the washings 
are colored; then extract this second residue with ether; 
these extractions can be most conveniently made with the 
aid of the washing-bottle filtering arrangement (§ 39, c). 

a. Evaporate both the extracts, or aliquot parts of 
them, to dryness, to determine the amounts taken into 
solution. 

6. Crude Cellulose.—Treat 2-4 germs. of the residue 
that has been exhausted with alodliol and ether above, as 
directed in § 78. 

In case solid excrements are being analyzed to deter- 
mine the amount of cellulose in them as compared with 
fodder, a longer maceration is advisable, for 14-16 days, 
instead of 12-14, 
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c. Starch.— Wash 2 orms. of the powdered substance 
on a filter, with cold water, and then, if much gluten is 
present, wash with alcohol containing sulphuric acid, and 
finally with water. Treat the residue with dilute sul- 
phurie acid or malt, to convert the starch into glucose, 
and estimate the glucose with the standard cupric solution 
(§ 81). 

The difference between the sum of the weights of the 
cellulose, protein compounds, and mineral ingredients in 
the dried substance, and the weight of the substance 
insoluble in water, alcohol, and ether, gives the amount of 
difficulily soluble non-nitrogenous matters, of which starch 


will form a considerable part. 
Analysis of the Pea. (Voelcker.) 


Pea Pod Vine. 
OY eee acter nas acc es Se sc as viv ecw ec telaecs 14.1 13.68 16.02 
Ash OM Mon-VoOMMleIMAtter <6. ccc. cece se eaee 2.5 2.75 4.93 
PYOLCI COMIPOBNGS. oo. . co elee eee ee ees 23.4 7.12 8.86 
NE ap TE NS eee og i ease ob sae w pee ges 2.0 1.09 2.3 
peli Stet Gr 0) ore Dee ie eine 10.0 | 53.71 | 42.79 
Ss 2 ae 37.0 
LDS ng A ie ee ae ee 2.0 
Other non-nitrogenous matter............... 9 FL.65: (125.06 
} 100.00 | 100.00 | 100.00 


BEETS, TURNIPS. 


133. To estimate the value of these for fodder, deter- 
minations of water, albuminoids, mineral matters, cellu- 
lose, and the total amount of other non-nitrogenous 
matters, are important. 

For the manufacture of swga7, the estimation of this 
ingredient is of greatest importance. 

The part of the beet that is insoluble in water consists 
mostly of cellulose and pectose, while in the aqueous solu- 
tion, sugar, inorganic salts, and albuminoids, are to be 
found. 

a. Water.—Slice the roots after they have been proper- 
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ly cleaned; or, if they are very large, select 15-20 from 
the lot, cut cach one in halves from top to bottom, and 
take a thin slice from the inside of each half. 

If sugar is to be determined for technical purposes, the 
crown and end of the root should be cut off, in the man- 
ner practised at the manufactory, before slicing it. 

Weigh quickly the whole number of slices thus ob- 
tained, to the amount of 500-1000 orms., and dry them 
on threads in the drying-chamber at a temperature of 
60-70° C. Pulverize this dried substance coarsely, mix it 
well together, and weigh the whole quantity, determine 
hygroscopic water in a portion of 5-6 grms., and keep the 
rest in well-stoppered bottles. 


6. Non-volatile matter, nitrogen, fat, crude cellulose. 
—Determine these as directed under Fodder (§ 129, ¢, 
§ 130, 2, ¢, d). 


c. Pectose compounds.—These are estimated by the 
difference between the weight of the dry substance and 
the sum of the weights of the above-named substances in 
b, and the sugar. 


d. Sugar.—Boil 2-3 grms. of the powdered substance 
with several fresh portions of 80-85°|, alcohol, as long as 
anything appears to be taken into solution; pour each 
portion of alcohol through a filter that has been dried at 
100° and weighed, and finally put the whole insoluble 
substance on the same filter, wash it with hot alcohol, dry 
it at 100°, and weigh, ignite it, and weigh the ash. The 
amount of organic matter, burned off by the ignition, 
can then be estimated ; it consists almost entirely of sugar. 

To determine the sugar more accurately, add considera- 
ble water. to the alcoholic solution, heat the mixture on 
the water-bath until the alcohol is entirely evaporated, di- 
lute the residue to about 300 c.c., add 5-6 c.c. of concen- 
trated sulphuric acid, heat the mixture 3 hours on the 
water-bath, neutralize the free acid with sodic carbonate, 
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and determine glucose in an aliquot part of the solution, 
having first added water, if necessary, to make the volume 
of the solution one that can be easily divided into aliquot 
parts; calculate the result obtained for saccharose, if the 
root examined was the sugar beet; in other roots, and in 
the sap of plants, glucose is found, as well as canc sugar, 
and the determination should be made accordingly (§ 83). 

To examine the root in its fresh state for sugar, enclose 
a weighed quantity of the finely grated root in a flannel 
bag, and press the sap out of it; weigh the press-cake, 
and determine water in one portion of 20-30 grms. by 
desiccation at 100°; on the basis of this determination, 
the amount of sugar still remaining in the cake can be 
estimated, the solution in the cake being of course of the 
same strength as that expressed. 

Weigh or measure the sap that was pressed out, and 
determine sugar in an aliquot part of it. 

In the case of the sugar beet, it may be assumed with 
tolerable safety that it contains 94°|, of water, and we 
may therefore express a small quantity of the sap from a 
weighed quantity of the grated root, and determine sugar 
in 50 c.c. of it, in the usual manner (§ 83). 

An approximate estimation of sugar in beets may be 
made by determining their specific gravity according to 
the method described in § 35, e. 

Take 10-12 beets from different parts of the lot, clean 
them carefully, cut each one in four equal sections, across 
its longitudinal axis, and use the second piece from the 
top for the determination of the specific gravity. The 
temperature of the saline solution should be about 18° C. 

The relation between the specific gravity of the beet 
and the percentage of sugar, as well as of total dry sub- 
stance, is given in Table VI. 

When, in these estimations of sugar with the cupric so- 
lution, the solution of sugar is not properly clarified by 
the plumbic acetate, heat a measured quantity of it nearly 


260 § 133. FODDER AND FOOD. 


to boiling, add a few drops of milk of lime, whereby a 
heavy precipitate is usually produced; then filter the 
liquid through granular animal charcoal, free from dust, 
and repeat this filtration until the solution is sufficiently 
decolorized. If any evaporation of the water is avoided 
in the course of this operation, the sugar can be deter- 
mined at once in a measured portion of the filtrate ; other- 


wise, the coal must be well washed, the filtrate and wash- | 
ings perfectly mixed, and the estimation of the sugar, for | 


the whole amount of solution taken originally, based upon 
the ratio between the volume of this solution and that in 
an aliquot part of which the sugar is determined with the 
cupric solution. 


e. Ammonia.—Treat 30 c.c. of the sap with enough 
plumbic acetate to effect complete precipitation, filter the 
liquid, and use 20 c.c. of the filtrate for the determination 
by Schléssing’s process (§ 47, 6). 

Sf. Nitric acid,—Determine this according to Schléss- 
ing’s process (§ 62, a), in 10-20 c.c. of the concentrated 
sap, containing not more than 2-2.5 grms. of organic mat- 
ter; an amount of ferrous chloride, containing 6-7 grms. 
of metallic iron, should be used for 1 grm. of dry sub- 
stance in the quantity of sap taken. 

Hugo and Ernst Schulze found it best to make an alco- 
holic extract of from 4-10 grms. of the dried and powder- 
ed root, according to its richness in nitric acid, with 90°], 
alcohol, with the aid of heat ; the extract was evaporated 
to dryness, the residue dissolved in water, and the solu- 
tion filtered, if necessary; nitric acid was determined in 
this filtrate. (Zandwirthsch. Versuchs-Stationen, 9, 447.) 


g. Starch.—Some roots, and particularly carrots, con- 
tain a notable quantity of starch. To estimate it, mash 
an amount of the root containing 3-4 grms. of dry sub- 
stance with cold water, rinse the mixture into a beaker, 
add more water, stir the whole, and let it stand half an 


| 
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hour; decant the supernatant liquid on a dried and 
weighed filter, and finally transfer the insoluble residue to 
the same filter; wash the filter well with-cold water, re- 
move most of the water from its contents by pressure 
between folds of filter-paper, dry the whole at 100°, and 
weigh. Treat the filter and its contents with extract of. 
malt, and determine glucose in the product (§ 81). 


POTATOES. 


134, Prepare them for examination as directed in § 133,a. 


_ a. Water.—Dry 250-500 erms. of the potatoes, and 
determine hygroscopic water also, as directed in § 133, a 
in the examination of roots. 

b. Dry substance soluble in water.—Cut several pota- 
toes very fine, and crush 30 germs. of the carefully mixed 
sample with cold water, in a mortar, and separate the 
soluble from the insoluble part in the same manner as di- 
rected in § 133, g. 

Dry the insoluble residue at 100° C., weigh it, inciner- 
ate it in the muffle (§ 123, ¢c), and weigh the ash; thus we 
have determined the organic and the inorganic matter in- 
soluble in water. The difference between the weight of 
the dried insoluble residue and the amount of substance 
taken gives the weight of soluble matter in it. 

Bring the aqueous solution to any easily divisible vol- 
ume, and heat about *|, of it to boiling. Albumen is pre- 
cipitated, and may be collected on a weighed filter, dried 
at 100°, and weighed. 

Evaporate the filtrate from the albumen to dryness on 
the water-bath, weigh the residue, ignite it, and weigh the 
ash; thus organie and inorganic matters, soluble in 
water, are determined. 


ce. Albuminoids.—Evaporate another third of the solu- 
tion almost to dryness, mix the moist residue with calcined 


b] 
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gypsum, dry it at 100-105° C., and ignite the residue 
with soda-lime (§$ 85). 

d. Starch,—Determine this, together with a small quan- 
tity of gum, in 2.5-4 grms. of dry substance (§ 79). 

For technical purposes, it is often sufficient to determine 
the specific gravity cf the potato, in order to estimate ap- 
proximately the goodness of the tuber, or the amount of 
dry substance and starch that it contains. 

Determine the specific gravity as directed in § 385, @. 
The temperature of the saline solution should be about 
16° C. The relation between the specific gravity and the 


amount of dry substance and starch is given in Table VIL. ~ 
Potatoes that have been affected by disease cannot be — 


examined in this way unless the diseased parts are cut out. 

Artichokes may be examined in the same way as 
potatoes, except that the aqueous extract of the former 
should be more carefully examined for glucose. The 
inulin in the artichoke is converted into glucose somewhat 
more casily than the starch in potatoes. 


SEEDS. MEAL. FLOUR. 


135. Seeds are crushed in a mortar or ground to a fine 
powder in the steel mill. 

a. Water.—Desiccate 5-10 grms. of the powder, and 
preserve the rest in well-stoppered bottles. 

b. Non-volatile matter, protein compounds, fat, crude 
cellulose.—Estimate these precisely as directed for the 
examination of fodder ($ 129, ¢, § 130, b, ¢, d). 


ce. Dry substance soluble in water.—Determine this _ 


as directed in § 134, 6, with 20 grms. of the powder. 

d. Starch.—Follow any of the methods described in 
§ 79. 

Or, wash 2 grms. of the powder on a filter, first with 
cold water, then with alcohol containing sulphuric acid, 


— a 
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to take out the gluten, and again with water; then pierce 
the filter with the glass rod, wash its contents into a flask, 
tear the filter into shreds, and boil it by itself with water 
_eqntaining 4 or 5 drops of 20°|, sulphuric acid, and finally 
add it to the contents of the flask; the total amount of 
solution thus obtained should not be over 100 ¢.c.; pro- 
ceed as usual with the conversion of the starch into glu- 
| cose (§ 79). 
__ In most seeds there is but little gum or sugar; one can 
therefore proceed at once to treat the seeds with alcohol 
acidified with sulphuric acid, as above, remove the aleohol 
_by heat, and convert the starch into glucose. 


MILK. 


136. a. Water.—Boil 50 germs. of the milk with 8 
grms. of powdered crystalline gypsum, or with 30-40 
grms. of baric sulphate (§ 90, 2), and after the coagula- 
tion has taken place, evaporate the mixture to dryness on 
the water-bath, with constant stirring towards the end of 
the operation, and dry the residue at 100° as long as it 
loses weight. 

Or, the desiccation may be completed on hot sand in 
rarefied air (§ 90, g). 

6. Total non-volatile matter.—Evaporate 30 germs. of 
the milk to dryness, with the addition of a little acetic 
acid, and incinerate the residue in the muffle at the lowest, 
possible temperature. 

c. Protein compounds.—These may be estimated by 
the remainder left after subtracting the sugar, butter, and 
ash, from the total dry substance; this residue consists 
mostly of casein. Or, nitrogen may be estimated in the 
usual manner (§ 85) in the residue left on evaporating 6-7 
grms. of the milk to dryness with powdered gypsum or 
baric sulphate, as above. 

Albumen is contained in milk in but small proportion; 
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in the case of some diseases, it occurs in larger quantity. | 
To estimate it, coagulate 100 grms. of the milk with ren-— 
net, at a temperature of about 45° C., filter out the pre-— 
cipitate, and wash it, and heat the filtrate and washings ~ 


to boiling. Collect the precipitated albumen on a dried 
and weighed filter, dry it at 100 C., and weigh it. 


d. Butter,—Extract the residue obtained in @ with 
ether (§ 87). 

Various other and shorter processes are given for test- 
ing the goodness of milk in this respect, in one of which 
the cream is estimated by volume. | 

Provide a shallow glass dish in the form of an inverted 
bell-jar, with a ground glass plate to cover it and prevent 
evaporation of the milk, and a narrow orifice below, closed 
with a glass stopper; a graduated cylinder holding 100 
c.c. will also be needed. 

Put 100 c.c. of cooled milk into the dish, and let it stand 


24 hours, at a temperature of 12-15° C.; then loosen the | 


stopper below, and let the milk flow out from underneath 


the cream into the graduated cylinder. After about *|, — 


of the milk has run out, stop the flow for a few minutes, 
to allow the cream to collect together somewhat, and then 
let the milk flow out again, but only drop by drop, until 
the cream appears at the opening ; the quantity by which 
the milk now collected in the cylinder is less than the 
original 100 c.c. represents the cream, and the percentage 
of cream by volume can be estimated. 1°|, by volume 
corresponds very nearly to one-fourth °|, of butter in the 
milk, by weight. | 

If a glass dish, like that described above, cannot be 
obtained, any shallow dish that can be well covered will 
answer, and the milk can be withdrawn from under the 
cream by a small siphon, with a rubber tube and clamp 
at the end of the longer arm to regulate the flow of the 
liquid. 7 é 
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Vogel’s optical milk test.—This process meets with 
very general acceptance. It depends upon the fact that 
the light is intercepted by water containing a smaller 
proportion of milk, the richer the milk is in butter. 

The apparatus required consists of a measuring flask, 
with a mark on the neck, indicating a capacity of 100 c.c., 
a test-glass, for holding a sample of the milk and water 
between the eye and the light, which should have parallel 
glass sides, *|, cm. apart, so that the thickness of the layer 
of milk looked through will be exactly *|, cm., a pipette 
graduated in *|, cubic centimetres, and holding 4-5 e«c., 
and a box about 16 em. long and wide, with a slit in one 
side, in front of which, and 40 cm. distant, the stearin 
candle is placed; the opposite side of this box is so cut 
out to fit the face that, when the glass containing the 
milk is put in the box, all light can be excluded while an 
observation is made, except that coming through the slit 
from the candle; the inside of the box should be painted 
black. 

To perform the test, fill the 100 ¢.c. flask with distilled 
water up to the mark, add to it 3¢.c. of the well-stirred 
sample of the cooled milk, and mix the two together 
thoroughly by vigorous agitation ; fill the test-glass with 
this mixture, put it in the dark box, and make the obser- 
vation, placing the eye close to the test-glass, and the 
candle against a dark background. If the light can be 
seen, pour the test sample back into the flask, add |, c.c. 
more of milk, and make another observation ; continue to 
operate in this manner, adding *|, or *|, c.c. of milk each 
time, until the light is no longer visible. 

The relation between the number of cubic centimetres 
of milk required and the per cent of butter is given in 
Table IX. This per cent is calculated by the formula 
ee 2 4. 0.23,in which y = ag number of cubic centimetres 
of milk required. If 5.5 ¢.c. or more of milk were used 
- to produce opacity, 7. is probable that the milk was 
12 
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watered. It is rare that less than 3 ¢.c. of cow’s milk will 
be needed. 


e. Sugar.—Collect the residue, insoluble in ether, in d, 
on a dried and weighed filter, dry it at 100° C., boil it four 
or five times with fresh portions (150 ¢.c. each) of 80°], 
alcohol, and weigh this insoluble residue on a dried and 
weighed filter, after drying it at 100° C. The loss of 
weight, after extraction with alcohol, gives the lactose 


approximately. The residue on the filter will be mainly © 


casein and insaluble salts, together with the baric sul- 
phate or gypsum, with which the milk was evaporated. 


Or, to determine the lactose more accurately, dilute 20 
germs. of the milk with twice its volume of water, heat 
the liquid to 40° C., coagulate the casein with 4 drops of 
acetic acid, collect the coagulum on a linen filter, and 
wash it well with water. Dilute the filtrate and washings 
to 200 ¢.c., and determine lactose in the usual manner, in 
a measured volume of the liquid, previously filtered if 
necessary (§ 84). 


J. Lacto-protein, duticr, casein, etc.— Millon and 
Commaille give this process for estimating the protein 
compound peculiar to milk, and for the determination of 
other substances also. 

Dilute 20 grms. of milk with 4 volumes of water, add 
5-6 drops of acetic acid, stir the mixture well, filter out 
the coagulum, wash it two or three times on the filter with 
as little water as possible, and then with 40°], alcohol. 
Separate the precipitate from the filter, diffuse it in abso- 
lute alcohol, collect it again on a dried and weighed filter, 
and extract the butter by ether containing *|,, of abso- 
lute alcohol, that is poured over the contents of the filter. 
Evaporate the etherial extract, to estimate the butter taken 
into solution, and dry the casein on the filter at 100° C., 
and weigh it. 

~Heat half the filtrate from the first coagulum, or the 
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whey, to boiling, filter out the coagulated albumen on a 
dried and weighed filter, wash it first with water, then 
with alcohol, and finally with ether, dry it at 100° C., and 
weigh it. 

To the filtrate add a solution of mercuric nitrate, with 
care to avoid an excess of the reagent. Lacto-protein is 
precipitated, together with mercuric oxide; collect the 
precipitate on a weighed filter, wash it once with water 
containing 1°|, of nitric acid, then with pure water as 
long as the filtrate is colored by hydrosulphurie acid, then 
with alcohol, and finally with ether; finally dry it at 100° 
C., and weigh it. 60°|, of it is to be estimated as lacto- 
protein. 

Determine milk sugar in one-fourth of the whey (§ 84). 

Evaporate the remaining fourth to dryness in a plati- 
num dish, dry the residue at 100°, and weigh it, ignite it, 
and weigh again. Subtract the ash, albumen, lacto-pro- 
tein, and milk sugar, from the total amount of matter in 
solution in the whey, and call the remainder undetermined 
extractive matter. 


BUTTER, CHEESE. 


137. a. Water.—Dry 50 orms. of the finely divided 
substance at 100° C. as long as it loses weight; butter is 
more easily dried if a weighed quantity of quartz sand 
is mixed with it. 

6. Fat.—Extract this with ether in the usual manner 
($ 87), collecting the insoluble residue on a weighed filter, 


e. Casein.—Wash the residue, insoluble in ether, well 
with water, evaporate the aqueous solution to dryness, 
dissolve the residue again in water, and, if any of it is 
insoluble, collect this on the same filter, and wash the 
whole again; dry the contents of the filter at 100°, and 
weigh, ignite, and weigh again, and call the difference 
between the first and second weighings, casein, ° 
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d. Salt.—By evaporating the aqueous extract obtained 
in the preceding operation, or an aliquot part of it, to dry- 
ness, and igniting and weighing the residue, the amount 
of salt in the butter or cheese may be estimated. 


VINEGAR. 


138, The only constituent of vinegar which it is usually 
desired to estimate quantitatively is the acetic acid. 

a. For this estimation, proceed as directed in § 70, 
Good vinegar should contain about 5°], of this acid. 

The vinegar should give no reaction for sulphuric or 
hydrochloric acid, after acidification with nitric acid. If 
it has been adulterated with these acids, they will of 
course saturate a portion of the standard sodic solution, 

b. Free sulphuric acid in vinegar may be detected and 
determined by adding baric carbonate to it, filtering, 
washing the contents of the filter, and then treating the 
residue with hydrochloric acid; the excess of baric car- 
bonate that was used will be dissolved by the acid, while, 
if any free sulphuric acid was present, baric sulphate will 
remain undissolved ; it may be washed and weighed in 
the usual manner (§ 59). 
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CHAPTER IX. 


WOOL. 


139. a. The sample for examination.—Take a sample 
from each one of several sheep just before the time of 
shearing, and after the animals have been washed in the 
customary manner, and from the following parts of each 
animal—the leaf, the side, the middle of the chine bone, 
the withers, the neck close to the nape, the middle of the 
thigh, and the middle of the belly; each specimen should 
be taken from a spot an inch in diameter, and be cut off 
close to the skin, put at once in a large glass tube of 
known weight, that can be well stoppered, and weighed 
when taken to the laboratory. The number of the par- 
ticular animal and the spot from which the sample was 
taken should be marked on a label on each tube. 

If the wool is to be examined with respect to its phys- 
ical properties, or by one who is experienced in handling 
it and judging its value, two other samples should be 
taken from each animal, and from the same spots, one 
before the washing, and the other afterwards, and all 
samples should be preserved and labeled in the manner 
prescribed above. 

The sample from each part of the animal is to be exam- 
ined by itself, but if it is desired to determine only the 
average quality of the wool of the flock, the several sam- 
ples from like parts of the different sheep may be exam- 
ined together. 

If a sample of unwashed wool is to be examined, 
weigh each one, determine the water in a small portion 
by desiccation at 100°, and wash the other portion gently 
in cold, soft water until the water is no longer made tur- 
bid, dry it, and weigh it in the air-dried state. The 
subsequent treatment is the same as for the washed wool. 
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b. Water.—Dry 3-4 germs, at 100° C., and weigh it. 

c. Wash a quantity of the wool in a manner similar 
to that practiced in the factory. For this purpose pre- 
pare a solution of. 3 parts of hard soap and 2 of crys- 
tallized sodic carbonate, in 100 of distilled or rain-water, 
leat 20 parts of this solution to 50-55°, put 1 part of 
wool in it, and stir the mixture gently for 15 or 20 
minutes, while the solution is maintained at the same 
temperature ; then take the wool out, wash it in several 
portions of water, dry it in the air, spread it out on fine 
wire gauze, tap the gauze gently underneath several times, 
pick off adhering particles of foreign matters with the 
pincettes, dry the residue at 100° C., and weigh it. If, 
after this treatment, the wool still feels greasy, it should 
be washed again in a somewhat stronger bath. Finally 
extract any remaining fat with carbonic disulphide or 
ether, dry the residue again at 100°, and weigh it. 

d. Treat another portion of the wool in the reverse 
manner, that is, first with ether (§ 87), and then, after 
drying and weighing the residue, wash it in the bath of 
soap and soda. Determine the fat in the etherial solu- 
tion, or an aliquot part of it. 

e. Determine the ash in the residue of ¢ and d in the 
usual manner (§ 127). Examine this ash for sand by 
digestion with hydrochloric acid, and boiling with sodic 
carbonate (§ 58). 

J. To determine the specific gravity of the pure wool 
obtained in ¢ and d, weigh it first in air and then in car- 
bonic disulphide of known specific gravity (§ 35, 0, d). 


TANNER’S BARK. 


140. a. Preparation of the sample.—Cut the bark to 
be examined, lengthwise, in very thin shavings. 

b. Water.—Desiccate 1-2 grms. at 100° C, 

c. Tannic acid,—Pour 100 c.c. of water over the dried 
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substance obtained in 6, and digest the mixture in a flask, 
15 minutes at a boiling heat, filter, and repeat the same 
operation twice with the residue. Hvaporate this aque- 
ous extract to dryness on the water-bath, with the addi- 
tion of a few drops of acetic acid, extract the residue 
with strong alcohol, filter the liquid, evaporate the filtrate _ 
until the alcohol is expelled, and dissolve the residue in 
distilled water; by this treatment pectose is removed 
from the aqueous extract. Determine tannic acid in the 
solution finally obtained (§ 77). 


CHAPTER X. 
BEVERAGES. 


L, 


WATER. 


141, For a complete analysis of water, we must refer 
to Fresenius’s Quantitative Analysis for directions, while 
we confine ourselves here to such special determinations 
as possess a more direct domestic or agricultural interest. 


a. Total Dry Substance in Solution.—Evaporate 500 
germs. of the water to dryness, in a platinum dish, at a 
temperature at all times below boiling; dry the residue 
at 130° C., and weigh it; ignite it, moisten the residue two 
or three times with a concentrated solution of ammonic 
carbonate, drying it each time cautiously ; finally ignite 
the residue gently, and weigh the total non-volatile dry 
substance. 

Or, instead of treatment with ammonic carbonate, dis- 
solve the ignited residue in water in the crucible, pass a 
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slow current of carbonic acid through it for a while, and 
dry the residue for a considerable time at 150-180°. . 

This determination of organic matter in water is con- 
sidered by some good chemists as possessing no great value. 

6. Potassa.—The estimation of this in water used for 
irrigation is sometimes important. For this purpose, 
evaporate 2000-4000 c.c. of the water to dryness, elimi- 
nate the silica in the usual way, and the alkalies as chlo- 
rides in the filtrate from the silica (§ 93, G). 


c. Ammonia.—To determine this in rain-water, evapo- 
rate 2000-3000 c.c. down to 200 ¢.c., after acidifying the 
water very slightly with hydrochloric acid, add an excess 
of freshly prepared sodic hydrate, or of baric hydrate, to 
the residue, and distil the ammonia off in the usual man- 
ner (§ 47, ¢). 

Determine the ammonia in the distillate with the aid of 
platinic chloride, or by the indirect process with the 
Nessler solution. 

To insure greater accuracy, the whole operation should 
be repeated without the watez, and with the same amount 
of sodic or baric hydrate and platinic chloride or Nessler’s 
solution; if any ammonia is thus found, it is due to im- 
purities in the reagents, and should be subtracted from 
the amount obtained in the first experiment. 

If the water is a colored one, derived from some other 
source, add calcic chloride, edie carbonate, and a few 
drops of potassic hydrate perks distilling. 


d. Nitric Acid.—Evaporate 2000-4000 c.c. of the water, 
after having added some sodic carbonate, filter out the 
precipitate, if any is formed, wash it well, evaporate the 
filtrate and washings to a small bulk, and determine the 
acid by Schléssing’s process (§ 62, a). 

e. Organic Matter.—Evaporate 100 c.c. of the water 
down to about 60 c.c., in a flask of 500 ¢.c. capacity, in 
order to decompose ammoniacal compounds by the calcie 
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carbonate that is nearly always present, add water till 
the original volume is about restored, and proceed to 
titrate the solution for the organic matter with potassic 
_ permanganate (§ 91). 

A good drinking water should not contain more than 
3—4 parts of organic matter in 100,000 parts. 

If, on adding to 100 ¢. ¢. of the water 2 or 3 drops of 
concentrated sulphuric acid and a little of a freshly pre- 
pared mixture of potassic iodide and boiled starch, the 
water is colored blue, 2¢trows acid is present, and a correc- 
tion must be made in the determination of the organic 
matter, For this purpose add 10 c.c. of the dilute sul- 
phuric acid to 100 cc. of the water, and then add per- 
manganic solution till the first trace of a red color appears. 
The amount of the standard solution required for this 
must be subtracted from the total amount required in the 
first trial. 3 

The presence of nitrous acid in drinking water should, 
howeyer, be regarded with suspicion, for it indicates that 
the water, perhaps, contained nitrogenous organic matter, 
from which it may not yet be entirely freed ; such organic 
matter is far more harmful than that containing no nitrogen. 

Other prominent methods of making this important 
determination of organic matter, and particularly nitrog- 
enous matter, in water, have not yet been sufficiently 
tested to justify their insertion here, although, without 
doubt, good methods will soon be worked up out of the 
material now in hand. Many good chemists still allow 
some value to the indications that are furnished by the 
permanganic test relative to the badness of the water in 
sanitary respects, while others have no confidence in it. 
Other substances besides nitrous acid may increase the 
amount of permanganic solution that is reduced, and so 
give too large an amount of organic matter, as ferrous sul- 
phate, for instance. 

J. Lime.—To determine this base, which, in one form or 

12* 
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another, is the source of the largest part of the hardness | 
of water, add a little hydrochloric acid to 100-5090 c.c., 
heat the mixture, and precipitate and determine lime with 
the aid of ammonic oxalate, in the usual manner (§ 49, @). 

Or, by a more speedy though somewhat less accurate 
method, to 100 c.c. of the water in a 300 c.c. flask, add 
25 ¢c.c., or, if the water is very hard, 50 ¢.c. of a*|,, atomic 
solution of oxalic acid, then add ammonia until the 
reaction of the liquid is faintly alkaline, and heat the 
mixture until it boils. 

After the liquid has cooled, add distilled water up to 
the 300 ¢.c. mark, mix the whole well together, filter the 
liquid through an unmoistened filter into a dry glass, 
putting the first portions of the filtrate on the filter again, 
if turbid, as is often the case. To 200 c.c. of the clear 
filtrate, in a capacious flask, add 10 ¢.c. of concentrated 
sulphuric acid, heat the solution to 50-60° C., and deter- 
mine the excess of oxalic acid in it with the aid of the 
standard permanganic solution (§ 69). By multiply- 
ing the number of cubic centimetres of the standard 
solution used by 1.5, the amount that would have been 
required for the whole solution is obtained. Each cubic 
centimetre of the solution of oxalic acid that did not 
require to be decomposed by the permanganate, was 
engaged in the precipitated calcic oxalate, and corre- 
sponds to 0.0028 grm. of lime. 

g. Mardness of the Water.—1. Clark’s method. This, 
though a convenient method of determining the hardness 
of water, does not give highly accurate results; it is, 
however, generally used. 

The scale of hardness is expressed by the number of 
milligrammes of lime in 100,000 mers., or 100 grms, of 
water, that are required to produce the different degrees 
of hardness, and this hardness is estimated by the amount 
of soap precipitated from a standard solution of the 
‘same, te 
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The Standard Solution of Soap.—Mix together 150 
parts of lead plaster and 40 parts of potassic carbonate, 
exhaust the mass with alcohol, filter the liquid, evaporate 
the filtrate on the water-bath, and dissolve the residue in 
50 parts of 56°|, alcohol. Dissolve, also, 0.523 grm. of 
pure and dry baric chloride in water, and dilute the solu- | 
tion to one litre. 

Provide a bottle of about 200 ¢.c. capacity, with a well- 
fitting glass stopper, and a mark on the side to indicate a 
capacity of 100 ¢c.c., put 100 c.c. of the solution of baric 
chloride in this bottle, and add the solution of soap from 
a burette or a graduated pipette, with frequent agitation, 
until an abundant delicate lather appears that lasts jive 
minutes. The shaking of the bottle should always be 
performed in the same manner; the best way is to grasp 
the stopper and the neck with one hand, and the bottom 
with the other, and shake it up and down. 

Having tested the strength of the solution of soap, 
dilute it with 56°|, alcohol to such an extent that 45 ce. 
are necessary to produce the lather with 100 c¢.c. of the 
solution of baric chloride; this quantity of the latter 
solution produces the same degree of hardness as 12 
mers. of lime. 

Examination of a Sample of Water.—If a hard spring 
water is to be examined, put 10 c.c. of it into the bottle 
described above, and add distilled water up to the 100 c.c. 
mark; if it is a soft river water, fill the bottle up to this 
mark with the water alone; then add the solution of soap 
from the burette, as above. Add at first larger quantities of 
the standard solution at a time, but, towards the close, 
the agitation should be repeated after each 0.5 or 1 c.c. 
that is added, and finally between each drop or two. 

On repeating the experiment, in case but little of the 
standard solution was used, take 25 to 50 ¢.c. of the water, 
but not a quantity that will require more. than 45 c.c. of 
the standard solution; in this second trial add, at once, 
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all but 1-2 cc. of the solution of soap that will be 
required, and then allow it to flow in drop by drop only, 
until the reaction is ended. 


The relation between the quantity of the standard solu- 
tion used and the hardness of the water is given in Table 
VIII. If the water tested was diluted with distilled water, 
the hardness is to be taken as many times greater as the 
volume of the water was increased by the dilution. 


If a water contains more than 12 parts of lime in 
100,000, the first addition of the solution of soap to it 
causes the formation of a flocculent precipitate, and it 
must be diluted as above before the test is made; if less 
than this proportion of lime is present, only an opalescence 
appears in the liquid on adding a drop of the solution of 
soap. 

With respect to the hardness of water, we have to dis- 
tinguish the total hardness, which is caused by the total 
amount of lime in the water, and the permanent hardness, 
caused by salts of lime that are not precipitated when the 
liquid is boiled, such as calcic sulphate and chloride. To 
determine this permanent hardness, boil 300 to 500 c.c. of 
the water half an hour, in a flask of twice the capacity, 
replacing the water, as it is evaporated, by fresh distilled 
water; after the liquid has cooled, make its volume the 
same as that with which the operation was begun, by 
adding more water, mix the whole well together, filter 
the liquid, and determine the permanent hardness in an 
aliquot part of it, as above. 


2, Fleck’s method.—This apparently convenient method 
depends upon the fact that, when a solution of soda-soap 
in alcohol is added to a solution of a calcic salt, a neutral 
sodic salt is formed, and that, as soon as all the calcic salt 
is decomposed, the addition of more soda-soap will turn 
red litmus blue. (Presenius’s Zeitschrift, 7, 351.) 


The Standard Solutions.—Solution of Soap.—Cut 50 
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grms. of pure Marseilles soap in thin slices, pour 500 c.c. 
of 74°|, aleohol over it, and heat the mixtures ; the soap 
should be free from sodic carbonate or hydrate, and its 
solution should, therefore, give no precipitate or black 
color with mercurous nitrate. Filter the solution, if it is 
not perfectly clear. Prepare a saturated solution of calcic 
_ sulphate, and to 100 c.c. of it add 10 drops of a solution 
of litmus (or cochineal) ; boil the liquid five minutes and 
add the standard nitric acid from a burette, drop by drop, 
until the blue color is changed to red ; then add the solu- 
tion of soap from another burette until the blue color 
reappears. 

The solution of soap is now to be made of such a 
strength that 20 ¢.c. of it will be required to produce the 
blue color, with 100 c.c. of the solution of calcic sulphate. 
If, for example, 15 c.c. were required in the above experi- 
ment, 5 c.c. of alcohol must be added to every 15 of the 
solution of soap to make the standard solution. 

100 c.c. of the saturated solution of gypsum contain 
240 mers. of calcic sulphate ; each cubic centimetre of 
the soap solution, representing 1° of hardness, corre- 
sponds, therefore, to 12 mers. of calcic stilphate. 

The standard nitric acid is conveniently made of such 
a strength that 0.1 c.c. neutralizes 1 c.c. of the standard 
solution of soap. 0.05 ¢.c. of nitric acid, corresponding to 
0.5° of hardness, has to be used in excess to produce a 
permanent red ; therefore, 0.5 should be subtracted from 
the total amount of soap solution used. 

Examination of a Sample of Water.—If the water 
contains calcic carbonate, boil 100 ¢.c. in a beaker or 
flask, until the carbonate is precipitated; then, without 
filtering, add 10 drops of litmus solution (or cochineal), 
and add the nitric acid precisely as in estimating the 
strength of the solution of soap, as first made; the litmus 
will not be colored permanently red until all the calcic 
carbonate is dissolved; therefore, the number of cubic 
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centimetres of acid required for this represents the tem- 
porary hardness. After adding the proper quantity of 
nitric acid, proceed to add the standard solution of soap, 
in the same manner as when determining the strength of 
this solution with the aid of calcic sulphate. 

Suppose that, in treating 100 ¢.c. of the water in this 
manner, 0.2 ¢.c. of nitric acid were required to produce a 
permanent red color, and 8 c.c. of the solution of soap to 
change the red to blue; 2 ¢.c. of the latter were necessary 
to decompose the calcic nitrate resulting from the action 
of the 0.2 ¢c.c. of nitric acid on the calcic carbonate, and 
6 c.c. to decompose the calcic sulphate; subtracting 0.5 
¢.c., as above directed, for the excess of nitric acid, we 
have 2° for the temporary hardness, and 5.5° for the per- 
manent hardness of the water examined. i 

10° of hardness indicates a hard water; the hardness of 
river water is usually from 2° to 6°. 


WE 
WINE. 


142, a. Specific Gravity—Determine this carefully 
with the specific-gravity bottle. 

b. Dry Substance in Solution.—Evaporate 20 grms. 
to dryness with gypsum (§ 90, /). 

c. Total Non-volatile Matters.—Evaporate 200-500 
grms. to dryness on the water-bath, and incinerate the 
residue in the usual manner; determine carbonic acid in 
the ash. 

d. Complete Analysis of the Ash.—This is rarely im- 
portant, but may be made according to Scheme L., § 94. 

e. Protein Compounds.—Evaporate 100 grms. with 
gypsum (§ 90, 2), and ignite the residue with. soda-lime 


($ 85). 
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J. Alcohol. —Estimate this in 10 or 25 c.c. of the wine, 
adding a few drops of soda, or enough to change the 
color of the wine completely, and about 0.06 grm. of 
tannin; the soda neutralizes the free acid, and the tannic 
acid prevents frothing. For the manner of conducting 
the distillation, see § 87. 

g. Sugar.—This may be determined in 100 grms, of 
the wine directly, in the usual manner (§ 81), after decol- 
orizing the liquid by contact with 2-3 grms. of bone-black, 
and filtering. 

Or, the wine may be decolorized in this manner 
(Griffin). Dilute the red wine to about half the extent 
required for the determination of sugar, add enough milk 
of lime to make the liquid alkaline, and agitate the mix- 
ture well; then add about one-tenth as much of a solution 
of basic plumbic acetate as was taken of the wine, and 
shake the mixture again; finally add one-third as much 
of a solution of alum, containing 1 part of salt in 20 of 
water, as was required of the plumbic solution, dilute the 
mixture to any volume easily divisible into aliquot parts, 
mix the whole together by violent agitation, let it stand 
until the solid matters settle, and then decant enough of 
the supernatant liquid into a dry filter for the determina- 
tion of the sugar. 

If the wine is a light-colored one, nothing need be 
added but sodic carbonate until it is alkaline. 

Cane sugar exists in wine only when it has been pur- 
posely added. It can be estimated, if present, in the 
usual way (§ 83). 

If the wine is neutralized with lime, and alcohol added 
to precipitate malic and succinic acids, a little baryta- 
water will give a precipitate in the filtrate, which is more 
or less abundant, according to the amount of sugar pres- 
ent (§ 83). 

h. Gum (and sugar), ete. —Evaporate 100 grms. of the 
wine to a syrup on the water-bath, exhaust the residue 
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by digestion with several portions of alcohol, as long as 
a fresh portion is colored, and estimate the gum in the. 
insoluble residue as directed in § 89. 

Half of the alcoholic extract may be evaporated to 
dryness, the residue weighed, and then incinerated, and 
the ash weighed; thus the total volatile and non-volatile 
(organic and inorganic) matter, soluble in alcohol, may be 
estimated, 

Sugar may be determined in the other half of the alco- 
holic extract, after adding water and heating the liquid 
on the water-bath until all the alcohol is expelled (§ 81). 


7. Tannic acid.—This acts upon the cupric solution, 
used in determining sugar, precisely as sugar does, 3.7 
parts reducing as much cupric oxide as 5 parts of sugar. 
Tannic acid is absorbed when the wine is decolorized by ~ 
contact with bone-black; the difference, then, between the 
amount of cupric solution required with and without 
treatment with bone-black, will give, approximately, the 
amount of tannic acid. But in many cases the wine would 
be too dark-colored to admit of a determination of sugar 
by the cupric solution without treatment with the decol- 
orizing agent, and there are, moreover, other substances 
in the wine that are removed by the charcoal, and that, 
at the same time, act on the cupric solution. When, how- 
ever, the determination can be made, it answers very 
well for the comparison of different wines with each 
other, since the proportion of the other reducing agents 
does not seem to vary much. 


k. Free acids,—Titrate 100 grms, of the wine with the 
standard sodic solution. 

Then mix another portion of 100 grms. with clean sand, 
and evaporate it to dryness on the water-bath, with con- 
stant stirring, and heat it as long as any odor of acetic 
acid is evolved ; dissolve the residue in water, and titrate 
the solution with the standard sodic solution,. The dif- 


§ 142. wine. 281 


ference between the amounts of sodic solution required in 
the two trials represents the acetic acid. 

Estimate 0.06 grm. of acetic acid, HC,H,O,, for every 
cubic centimetre of this difference, and 0,075 grm. of tar- 
taric acid, H,C,H,O,, for every cubic centimetre of the 
_ sodic solution required after the acetic acid was expelled. 

Griffin (Chemical Testing of Wines and Spirits) deter- 
mined the free acid as follows, with a ’|,, atomic solution 
of ammonia for the standard solution, and an extract of 
logwood for the coloring matter. 

Take two portions of wine, of 7.5 c.c. each, and add to 
each, if it is, a white wine, 125 c.c. of water, or, if it is a 
red wine, 250 c.c., or more, according to the depth of the 
color; then add exactly the same quantity of the extract 
of logwood to each portion, which gives a color to the 
“wine very much like that obtained by painting paper 
with raw sienna; add the alkaline solution from the 
burette to one portion, keeping the other at hand for 
comparison, with constant stirring; when the color sud- 
denly changes to a reddish-brown, like that obtained by 
burnt sienna on paper, the point of saturation is reached. 
Now, repeat the experiment with the other portion of the 
wine, adding all but 2-3 c.c. of the required quantity of 
standard ammonic solution at once, and then drop by 
drop, until the acid is saturated. 

Each cubic centimetre of the alkaline solution required 
corresponds to 0.1 of an equivalent of free acid, or, if we 
eall it all tartaric acid, as it is, mostly, 0.0075 grm; and 
in this case the number of cubic centimetres used gives 
at once the number of grammes of acid (tartaric) in the 
litre of wine. 

Good wines contain 4-6 grms. of free acid in the litre 
(800-400 grains of crystallized tartaric acid, Griffin). In 
poor wine years, the proportion of free acid often rises 
as high as 10-12 grms. in the litre. 

7. Tartar.—Add 40 c.c. of 90°|, alcohol to 20 cc. of 
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the wine, let the mixture stand several days in a well- 
closed bottle, and then titrate 30 ¢.c. of the clear liquid. 
with the standard sodic solution; subtract 0.3 ¢.c. from 
the amount of soda required, and then subtract this re- | 
mainder from the amount that would be required, as in > 
k, to neutralize the total free acid in 10 c.c. of wine; this 
second remainder represents the quantity of acid that was 
removed from the wine by treatment with alcohol; for 
each cubic centimetre of this remainder calculate 0.1881 
grm. of tartar. 

Griffin estimated tartar by evaporating 100-200 c.c. of 
the wine to dryness, incinerating the residue, determining 
potassic carbonate in the ash with the aid of the standard 
acid, and allowing one equivalent of tartar for every 
equivalent of potassic carbonate thus found in the ash. 

He estimated it also by adding 25 ¢.c. of aleohol and 
as much ether to 10 c.c. of wine, letting the mixture 
stand 24 hours, collecting the precipitate on a dried and 
weighed filter, drying it at 100° C., and weighing it; 
all but about 0.002 grm. of the tartar will be precipitated 
in this way. 

m. Total tartaric acid.—Evaporate 100 c.c. of the wine 
to about half its volume, precipitate the acid by lime- 
water in slight excess, filter the precipitate out, boil it 
with a solution of potassic carbonate, filter the liquid, 
evaporate the filtrate somewhat, acidify it with acetic acid, 
precipitate the potassic tartrate with considerable alcohol, 
and collect and treat the precipitate as directed in § 71. 

2. Malic acid.—This is contained in the filtrate from 
the calcic tartrate in m. To determine it, evaporate this 
filtrate down to one-third, and precipitate the calcic malate 
with alcohol, as directed in § 783. As this precipitate will 
contain also the sulphuric acid, if any is present in the 
Wine examined, a determination of this acid should be 
made in a portion of the wine, in the usual manner ; then 
estimate the amount of calcic sulphate, CaSO,, 2H,O, in 
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the precipitate obtained as above with alcohol; the re- 
mainder, after subtracting this, may be reckoned as calcic 
malate, although it may contain a little succinate. 


The acetic acid, malic acid, and tartar, taken together, 
correspond very nearly to the amount of soda used in /, 
to determine the free acid, each equivalent of tartar neu- 
tralizing one equivalent of soda. 


o. Free sulphuric acid, if present in the wine under 
examination, may be detected and determined in the same 
manner as directed in § 188, 0. 


p. Total alkalies.—These may be estimated in the ash 
obtained in ¢c, or in the following manner. 

To the remaining. 30 c.c. of the filtrate from the pre- 

cipitate by alcohol in /, add 5 ¢.c. of an alcoholic solution 

of tartaric acid, whose strenvth is accurately known, let 
the mixture stand several days, and titrate 25 ¢.c. of the 
clear supernatant liquid with the standard sodic solution ; 
the rest of the potassa, not precipitated in /, and the soda, 
have crystallized out, with an equivalent quantity of the 
tartaric acid that was added; this quantity of acid will be 
represented by the difference between the amount of sodic 
solution used in this trial, and that which would be re- 
quired to neutralize the free acid already in the solution 
(see Z), plus the 5 c.c. of tartaric acid added. For each 2 
c.c. of this difference estimate 0.0471 grm. of potassa and 
add it to the amount in the tartar obtained in J, 

The average composition of wine, according to Nessler, 
who examined a large number of European wines, is as 
follows: Alcohol, 7 — 10°|,; Sugar, 0.1 — 0.2°|,; Free acid, 
estimated as tartaric, 0.4 — 0.8°|,; Malic acid, 0 — 0.3°|,; 
Acetic acid, 0 — 0.3°|,;  Tannic acid, 0.02 — 0.05°|,. 
Total dry substance in solution, 1.5 — 2°|.. 
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TABLE I. 
THE METRIC SYSTEM OF WEIGHTS AND MEASURES. 
3 
MEASURES OF LENGTH. 
1 Metre ite I PR ies Nitin naam ane Ry Metre. 
leDecimetre. =» Od rs See cs 
L@entimetre i; (O.0lveeeaeee eee we 
1 Millimetre === O00 eee cee de 
1 Metre a Ray Ge aie RAE PRA ere Inches 
iCentimetre sa) Soa imieeee ee ot eee Inch. 
1 Foot == (OONAS ae eevee ene Centimetres. 
1 Inch =e Bi el oA te nahn We Millimetres. 


The accompanying scales, copied from Professor 
H. A. Newton’s little pamphlet (The Metric 
System of Weights and Measures, with Tables. 
Prepared for the Smithsonian Institution), ex- 
hibit the relative magnitude of the divisions of 
the metre and inches. 


9 


te 


MEASURES OF VOLUME. 


1 Cubie metre == 1000: tire eee Litres. 
1 Cubic decimetre = IS Sgn oer fee Litre. 
1 Cubie centimetre = O00 2 esc eee Litre. 
1 Cubic centimetre = 0.06103..... Cubic Inch. 
1 Litre == O S80 6G wee ob Quart. 
1 Gallon (imperial) = AEBS Te Ses ee eos Litres 
1 Gallon (wine) = Ab eae Ai a SS Litres 
1 Hectolitre a O:0k ee tet eee eee Bushels 
3. 

THE WEIGHTS OF THE METRIC SYSTEM. a 
I Kilosramme «= R000: 960 52's Grammes. a 
1 Hectorramme = 400... ©. o5Se - peas 
1 Decagramme SNES Re pt = 
1 Gramme a 5 ans PE ee Gramme 
1 Decigramme Dale ac orene es : 
1 Centigramme OOM OLS Sh eee ie 
1 Milligramme 0. ie x 


1 Kilogramme 2046. P’ds (avoirdupois.) 


Ho MU hth a 


1 Gramme = 0353. Ounce 
1 ae GAS PSA ee Grairs. 
1 Pound 3s a oe Grammes 
1 Ounce io i ae SORE eS ae 
1 Grain SES Soot Milligrammes, 

4. 

ABBREVIATIONS. 

WGMUIICHI GS, winches cin va pyre ja vrebade's sieeO ers 6.5 vie ba scifi ee Cm. 
PRUMLCDT CS sree ors ale = wis «5.4 ein a sie yale, CF diosa sce Vs ces Te Mm. 
Obie Gentimeire o:.05 wees oa de weir ee vem es sas be ae he ee C.c. 
FEMOSTAMUME, £55 2 )sini005te o-< Seciae Rin bos 4m (0 3 ao ie Kilo 
AGETMATIG os. wiehe Bh iareie ee x aavere tars eevee wins + she, «dea 2 SBE Grm. 
Milligramme...... a sie \si’ule $ia. vie WPlpiniaialp « woe 60 »'s «site pee Mgr 
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TABLE IL 


THE ATOMIC WEIGHTS OF THE ELEMENTS CONCERNED IN 
THE QUANTITATIVE PROCESSES DESCRIBED IN THIS BOOK. 


eens Alek ee tek Pico’; Mitromen:. Nae; a eaeree ees 14.0 
oy Sy 2g] 7 eee co SO! Oxyorny ON). 2 er ee 16.0 
BRS TITINS OTT Ps. ais kas oe actors ale va 40.0’ Phos phorass Ps. ads. ccpate c 31.0 
SUC e Clean ey 120i) Plats Piss yn set eaaets 197.1: 
Ss Sal a Soid)| Potassinm« Koy .52.250% 40.8208 39.1 
Oc ToAe BE ae ee Gai SLLLCON s lcs,. orca were Scares oes ren 28.0 
PRIME Fries ob s< 2a ciste aw bit See ws DOIG SAL Ver eA sii oon a cinsiein oe ae 108.0 
muponesivm, Me... oeciia cee 24.0) :Sodinm> Nas .scists ts eicgeee 23.0 
Mancanede: Mnie.. iseceaees Boh! SalPMME oes senses vee ee ie 32.0 
TABLE ITI. 


FACTORS FOR ESTIMATING THE SUBSTANCE SOUGHT 
FROM THE COMPOUND OBTAINED. 


Compound 
obtained. 


SANs Oo sec ate 


Ammonia... 2... 
Ammonio -platin- 
ic chloride 
Ammonio -platin- 
ic chloride..... 
Ammonio -platin- 
ic chloride..... 
Argentie chloride 
Argenticsulphide 


seers 


Baric sulphate... 
‘a9 ‘79 


Calcic carbonate. 


Calecie malate..,. 
(79 66 


Calcie sulphate... 


Carbonic acid.... 
4c (74 
6 “a 


Formula. 


Al,O3 
NH; 

(NH,)PtCle 
|(NH,)2PtCle 


(NH,4)ePtCl, 
AgCl 

AgS 

BaSO, 


ee 
CaCO, 


66 


6c 


CaC,H,0; 


CaSO, 
CO. 
i 


66 


| 


Substance soucht. 


Nitrogen 


eevee eceeoe 


AMMTONIDs . 2-6 < 
Ammonie oxide. 


Nitrogen 
Chlorine 
Sulphur 
Sulphuricanhy- } 

dride 


eee eeecece 


SES 


ecco nee 


Calcium 
Calcic 
(lime) fvacaes 
Caleic sulphate 
CeGVSis) cs cee « 
Malic acid 
Malic anhydride. 
Calcie. 
(lime) 
Caleic Carbonate. 


seer eree 


Calcie hydrate.. | 


Humus 


ewer eeoreee 


Formula. 


Al,Os. 28102 


20 


w 


NH; 
(NH,).0 


C20 
CaSO,,2H.O 


H.C,H,0; 
CHi04 


CaO 
CaCO; 
CaH.0, 


lacie 


2.5150 
0.8235 


0.0762 
0.1165 
0.0628 
0.2474 
0.1481 
0.8455 
0.1873 
0.4009 
0.5609 
)1.7200 


0.7791 
0.6744 


0.4118 
2.2730 
1.6820 
0.4702 
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Compound 
obtained. 


Ferric oxide 


oo 66 


Ferric ph osphate. 


ce oe 


Ferrous oxide... 
oe 6b 


Glucosears za, .4 
a9 
Lactic anhydride. 
Magnesic pyro- 
phosphate 
Magnesie pyr 
phosphate..... 
Magnesic pyro- 
phosphate:..:; 
Manganous man- 
ganic oxide.... 
Manganous man- 
ganic oxide.... 
INIEEOUEI cdi cae 
“eo 


eeeee 


Qride ea a 


6b 


Potassie chloride. 
oe (79 


Potassie oxide 

(potassa)<=:... 

Potassic sulphate 
ce oe 


Potassic tartrate. 
<9 b 
Potassio - platinic 
Chloride... ss 
Potassio - platinic 
ehloridé,, “ages 
Potassio - platinic 
ehloride.... a. 2 
Sodie chloride... 
(<5 66 


(a9 


Sodic oxide(soda), 
Sodic sulphate... 
(7 6 


Sulphuric anh y- 
dride 
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TABLE III.—( Continaed.) 


Formula. 


Fe,O3 
FesP303 


(4 


‘FeO 
a9 


Ci2Hs10i2 


| C,H 1005 
Mg»P.0, 


MgeP.0, 


Me.P.0, 
‘Mn;0, 
‘Mn,0, 


KHC,H,0, 


ce 


K.PtCl, 
K,PtCl, 


K.PiCl, 
NaCl 


iad 


Na,O 
Na.SO, 


SO; 


H,.0,H,0, 


| 
| 


Substance sought. 


Ferrous oxide... 


Phosphoric an- 
hydride, . 2%: 
Ferric oxide 


see ee ewe se etes 


eeeee 


Stareh 


ey 


Magnesic oxide.. 
Phosphoric anhy- 


Formula. 


FeO 
Fe 
Fe 


Fe.03 
Fe 


. CyoH 2011 


CoH 90, 0 
H2CeH 10. 


MgO 


AVIdeE o3 ccna P.O; 
Tricaleic  phos- 

PHA: ose Ca,Es0¢ 
Manganous oxide MnO 
Manganie oxide. Mn,O; 
Ammonia....... Hy 
Protein com- 

POURGSL 5 cas 
Tricaleic phos- 

phate. shal slaisisloieie CasP20% 
Ammonia. 43.2 NH; 
Potassium... 5 
Potassiuin: ;.<c te 
Potassie oxide...|K,O 
Potassa feld- K,O, 8Si0., 

BPAI:.. ees 1 Al,O3, 388102 
POtassimml:.< 22.6 K 
Potassie oxide...|/ KO 
Tartaric anhy- ) 

dnde. ssa ) |\C,H,O5 
Tartarie acid....|H,C,H,O, 
Potassium. ...<.. K 
Potassie oxide...|K.,O 
Potassic chloride.| KCl 
Spins. so score Na *, 
Sodic oxide...... yep sei 

4 A2V, 1VU9! 
Soda feldspar... A1,O3, 3810, 
Sodimm. 5. Na 
Sodic oxide...... Na,O 
Tartaric acid....| H,C,H,0, 
Wariareic cy c5 3 oie KHC,H,0, 


Factor. 


0.9000 
0.7000 
0.5298 


0.4702 
1.1110 
0.7780 
0.9500 
0.9000 
1.1110 


0.8604 
0.6396 
1.5960 
0.9801 


1.0350 
1.2140 


6.2500 


2.1850 
1725 
.8968 
5241 
6814 


. 9150 
.4489 
.0408 
7018 
1974 
1602 
.1929 


8055 
. 8932 
-0299 


. 4680 


8239 
.4866 


= Sogo fo cCce &) SS Se ioco ey Sac 


. 8750 
1.2540 


Sp. Gr. at 
15° C. 


1.0000 
1.0004 
1.0008 
1.0012 
1.0016 
1.0020 
1.0024 
1.0028 
1.0032 
1.0036 
1.0040 
1.0044 
1.0048 
1.0052 
1.0056 
1.0060 


|, of 


tannie 
acid. 


— 


tr 


PRR Roooooeoooo.oe 
OF AOOrMOODVWAORWWH OS 


|, of 
tannie 
aeid. 


He He He HR Ha He He 09 09 G9 CO C9 C9 0 CO CH 


OUP WWHFOODIAEMTBRWWH 


Sp. Gr. at 


Lr €. 


1.0192 
1.0196 
1.0201 


TABLES. 
TABEE: TV. 
ESTIMATION OF TANNIC ACID IN BARK. 
Sp. Gr. at] |) of ||Sp. Gr. at 
WH KOS Ake aha!) «aula Oe 
acid. 
1.0064. 1.6 1.0124 
1.0068 al St 1.0128 
1.0072 1.8 1.0132 
1.0076 1.9 1.0186 
1.0080 2.0 1.0140 
1.0084 2.1 1.0144 
1.0088 2.2 1.0148 
1.0092 2.3 1.0152 
1.0096 2.4 1.0156 
1.0100 2.5 1.0160 
1.0104 2.6 1.0164 
Te QKOs= | 2.7 1.0168 
Le OiS 2.8 1.0172 
1.0116 2.9 1.0176 
1.012 on0 1.0180 
1.0184 
TABLE. V; 


| 1.0188 
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PROPORTION BY WEIGHT OF ABSOLUTE ALCOHOL IN SPIRITS 
OF DIFFERENT SPECIFIC GRAVITIES AT 15.5° C. (FOWNES.) 


Sp. Gr. 


0.9991 
0.9981 
0.9965 
0.9947 
0.9980 
0.9914 
0.9898 
0.9884 
0.9869 
0.9855 
0.9841 
0.9828 
0.9815 


lo 


S 


et pt = 
HODMVWOURWMWHM 


12 


| 


Sp. Gr. 


0.9665 
0.9652 


of ft sp. Gr 09 
13 0.9638 26 
14 0.9623 27 
15 0.9609 28 
16 0.9593 29 
ais 0.9578 30 
18 0.9560 3 

19 0.9544 32 
20 0.9528 33 
21 0.9511 3 

22 0.9490 30 
23 0.9470 3 

24 0.9452 37 
25 0.9454 3 


Sp. Gr. 


0.9416 
0.9596 
0.937 

0.9556 
0.9335 
0.9514 
0.9292 
0.9270 
0.9249 
0.9228 
0.9206 
0.9184 


915 


— 
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TABLES. 


TABLE VI. 


ESTIMATION OF SUGAR AND TOTAL DRY SUBSTANCE IN THE 
SUGAR BEET, BY THE SPECIFIC GRAVITY OF THE BEET. 


Pee Ree eee ep 


he | Total (|/Sp..Gr.1"**|> ~| Total” ||Sp area 
Sugar. dry sub-|| at |Sugar./drysub-|| at | Sugar. 
stance. |} 18° C stance. || 18° C. 

73004. 42 70 4 A OS88<1 00200 =| ilies 1.060 | 13.75 
750415 1225 a 040 9 ale a6 1.062 | 14.00 
8.00 | 13/0 =||'1.042 | 11.50°1/18.0 -4| 12064." as 
8.25 | 18.5 || 1.044 | 11.75 | 18.25 4! 1.066 | 14.50 
C275 1014700) 120469 127007) 48.5 1.068 | 14.75 
9300 | 14:5°|| 12048: | 12.25-| 18.75") 1-070, ta Ge 
9250 «| 15709) 12050 | 12.502) 19200 

OP | 25%). 4) 10521 12.75 419,225 
10.00 | 16.0 || 1.054 | 13.00 | 19.50 
10.26.) 1658 |) 1.056°}°13225° 7°19. 75 
10.50 | 16.6 || 1.058 | 13.50 | 20.00 
LO Tat V7 ON 

TABLE VIL. - 


Total 
dry sub- 
stance. 


20.25 
20.50 
20.75 
21.00 
21.25 
21.50 


ESTIMATION OF STARCH AND TOTAL DRY SUBSTANCE IN 
POTATOES, BY THE SPECIFIC GRAVITY OF THE TUBER. 


np. Gr. Total ||Sp. Gr. Total ||Sp. Gr. 
at /Starch.|dry sub- at |Starch.|dry sub- at |Starch. 
18°°C stance.|| 18° C stance. || 18° C. 
1.060 | 9.54 | 16.96 || 1.082 | 14.50 | 22.07 || 1.106 | 20.18 
1.062 | ‘9.98 | 17.41 || 1.084 | 14.96 | 22.54 |) 1.108 | 20.61 
1.064 | 10.42 | 17.87 || 1.086 | 15.42 | 23.02 || 1.110 | 21.09 
1.066 | 10.87 |-18.33 ||-£.088 | 1o<88 +) 23.50°7|) 2. bbe eee 
1.068 | 11.32 | 18.79 || 1.090 | 16.35 | 23.98 || 1.114 | 22.05 
1.070 | 11.77. | 19:26 "| 1.092 4.16.81 |-24.46°)| 1 AiG (eee ee 
1.072 112.22 | 19.72 |) 1.094 | 17.28 | 24°94 71) 2 11S) seas 
1.074 | 12.67 | 20.18 || 1.096 | 17.75 | 25.42 || 1.120 | 23.52 
1.076 | 13:12 | 20.65 || 17098 | 18.23 | 25.91 || 1.122 \o2 or 
1.078 | 18.58 | 21.13 |} 1.100 | 18.70 | 26.40 || 1.124 | 24.50 
1.080 | 14.04 | 21.60 || 1.102 | 19.17 | 26.88 || 1.126 | 24.99 
1.104 | 19.65 | 27.87 || 1.128 | 25.49 
1.130 ' 25799 
TABLE IX. 
HARDNESS OF WATER. | 
C.C. of | Hard- || C.C. of | Hard- || C.C. of | Hard- || C.C. of 
soap |ness or|| soap |ness or|| soap |ness or|| soap 
solution| Mgr. |\solution|] Mgr. |jsolution| Mer. |/solution 
used. CaO. used. CaO used. CaO used. 
3.4 0.5 bse S20 26 .2 6.5 36 
5.4 1 17.0 4.0 28.0 7.0 38 
7.4 5 hea 18.9 4.5 29.8 fj) 40 
9.4 2.0 20:3. -\-° S20 31.6 8.0 41 
41.3 2.5 22.6 a wale 8.5 43 
13.2 3.0 24.4 6.0 35.0 9.0 45 


Total 
dry sub- 
stance. 


27.86 
28.36 
28.86 
29.35 
29.85 
30.35 
30.85 
31.36 
31.86 
32.36 
32.87 
33.98 
33.90 


Hard- 
ness or 
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TABLE VII. 
PER CENT OF BUTTER IN MILK, BY VOGEL’S OPTICAL MILK 


TEST. 
C.C. of | |, of || C.C. of | |p of || C.C. of | lo of || C.C. of | %, of 
milk re-} butter. milk | butter. mill | butter. milk | butter. 
quired. used. used, used. 
2.50 9.51 4.50 5.38 6.50 3.80 8.50 2.96 
2.75 13 4.75 5.13 6.75 3.66 8.75 2.88 
8.00 7.96 || 5.00 4.87 7.00 3.54 9.00 2.80 
3.25 7.41 5.25 4.66 4.25 3.45 9.25 2.73 
3.50 6.86 || 5.50 4.45 || 7.50 3.32 9.50 2.67 
8.75 6.44 || 5.%5 4.26 vss 3.22 9.75 2.61 
4.00 6.05 || 6.00 4.09 8.00 3.138 
4.25 pote bi) 6.25%.-| 38.94 Sig, | - 3.0£.- || 


TABLE X. 


COMPOSITION OF AGRICULTURAL MATERIALS AND PROD- 
UCTS IN 1000 PARTS OF THE SUBSTANCE. 


From this Table the student may gain some idea of the 
chemical composition of the more important substances 
relating to agriculture; although since this composition 
varies so widely with varying circumstances, no great 
degree of precision can be claimed for statements of so 
general character, with whatever care they may be pre- 
pared, 

The extreme and the average composition are given; 
the latter is to be taken, however, as indicating not the 
real mean of all the reliable analyses of the substance 
that have been made, but rather as an approximation to 
the proportion of each clement or compound that is gen- 
erally found in the substance; in some cases the propor- 
tion of a component ranged too evenly from one limit to 
the other of the extremes to admit of estimating any 
average of this kind. Fuller details may in some cases 
be found in the admirably arranged tables at ime end of 
Prof. Johnson’s “ Wow Crops Grow.” 

13 


290 TABLES. 
TABLE X, 
- — cf, . oO as a ro) & o ms 
O1Se1-O) 3) 2) 4 O8. | eee eee 
= ff «fe ee = fa Qe |= A I mh cF wa 
Ashes, coal 22 14. 2.) 350. 52.) 437. 
(anthracite). 87. 57.| 80.) 430.) 180.) 545. 
50.*| 23.| 15.) 380 80.| 500. 
Ashes, coal 15S. 0 0 10. bol ee 23.| 269. 
(bituminous). 147. Roel) eae 230.} 14.) 350.] 258.) 624 
70.*| 30.| 10.| 293.|  60.| 4st. 
Ashes, peat. 20. Te) 10.) ORE aaO: 0| 10. 
920. | 200.) 95. 580.| 160.) 1%0.| '%30:) %60. 
70.* 8. 4. 2005) 20: 30. 
Ashes, wood. Dee) 25") + 20). 0 270 16. 6. 5. 
D3 2202 GOS! alae 500:| 245 80.| 60 
tis.) 2 | 7 380.| 70. a9.| 32. 
0 510 8 
Bone ash. 2.5] 0.3 550 14. 
f 530. |10.6 
Bone-black. | 30.| 58. W5.| 5. 42. 
8s0 q q 430.| 9. 5.—10. 52: 
40.| S00. 400.| 8.5 {fp 50. 
Bone meal. 4%.| 520. 260. 28° 
167. | 680 q q | 360. |11.6 bee bts 
%5.| 600. 625-1 Ore 10. 
Cement (hy- ils 0 550.| 0 53,| -4.5.| 229% 
draulic). EP Siallatre 628. |22. 94.) 61. 260. 
He 6.3 602.|10.4 Todos 240. 
Cheese. 95 5) 
520.) 67 6.(?) 
380.) 43. | 2.5 eel (0).S 0.1_ 
(2)| 0 0 0 0|0 100.| 0 150. 
Clay. 330. Ooaatl wee 4 183. |40. 890. |250. 770. 
130 19. 9. 20./10. 280.| 90. 480. 
(3)| 20. 3 5. 40.| 5. 10. 
Coprolites. 100. 58. i 460.|15. 20.—60. 50. 
35. 360. 40. 30. 
Excrements, |565.| 11. | 0.77/0.26 |U0.009 1.4/1 0.43 | 16. 
solid(Herbiy).|906.| 58.7) 4.8 |1.9 |0.08 108% os 124 ->|> 20u4 
R64 deed ee Lose lO O20D 4.6 | 2.5 1.0 21 
Excrements, |708.| 22. | 2.5 |1.4 |0.18 B28 | a2e0 0.6...) 9129 
solid (Man).|330.| 34. yA 12 R22) wSaG 2.4 
800.| 28. ite 67 0.6 (eek oe Mask 


* In 1000 parts of the fuel.—{_ Possibly present.—(1) Fluorine 36 — 40, average 


33; 
Fluorine, 0—50; average 30. 


K,O and Na,O usually 0.—(2) Mn, 0—0.3; K,O and Na,O mostly 0.—(8) 


1 a ‘ r 
ne a el ts et ee ie 


ae ee ee een 


ce 


TABLES. 291 


TABLE X.—[ Continued. 


lepta = (5) 
re et ae | os cs lg me 
ab Seca # BSS 3 &E| = 
on ay | & 5 w| 5 (zo IHelocln & bel 
Ashes, coal (an- 0 | 
thracite). tr. 
Ashes, coal 0. 0. 
(bituminous), 84 66 | 
50. | 10 | 
Ashes, peat. 0. 0 0 0 
370 80 306 65 
50. | 30. 10. ri 
Ashes, wood. MeSr ils. 
57 48. 
SS WS + 
4 50. pie; 
Bone ash. 380. 14. 
tr. | 400 40. 
390. 30. 
Bone-black. 100. 105). 5. | 
40 380. | 27 32. 
| 300. 17. cf ch 
Bone meal. 180 ? 28. | 
280. 60 Oe a q 
220. jas. | 
Cement (hy- 0. 
draulic). 18.8 
10.2 
Cheese. 80. 100. 
440 600. 
t + |—— a 
11.5 240. 310. 
3 | | | | | | | | | 
Coprolites. 7.6 | 30. ie 0 
10.6 | 380. 67. traces}25. 
9.0 | 230. 30. 
Excrements, 0.47| 2.2 2 DA SGa ISO (P10: 
solid (Herbiy). 1.58}. 5.5 ai + 9.0} 23.)110.} 110. | 18. 
0.87 3.6. 4.7| 20.| 95.| 95. | 10. 
Excrements, 0.3 | 8.5 , 
solid (Man). 0.9 |10.9 t t tol: t ok t 
0.6.| 9.9 4, | 


+ Present.—{ Possibly presert. 
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o| 82 
a om 
im | ad 
Flesh. 446.| 10. 
590.| 3 
524. 22. 
Fodder, dry, {118.| 24. 
graminacese. |180.{ 111. 
1503] 2366: | 
Fodder, dry, |116.| 45. 
leguminose. |200.| 80. 
GOES 10) 
Fodder,green,} 690. 1(e 
graminacese, |S70.| 21. 
445.) 18. 
Fodder,green,|740.| 10. 
leguminose. |850.| 20. 
804:| 12. 
(1)|760. 2. 
Fruits. 880. 9: 
820. 4. 
(2)/100.| 380 
Guano, 200.) 400. 
ammoniacal, |——|——— 
140.| 344. 
(3)| 10.) ‘780. 
Guano, 140.| 950. 
phosphatic. |—— 
00.) S90. 
Gypsum. 188. 
205 
197 
Limestone. 3. 
21 
Manure, fresh|660.| 34. 
farm-yard. LOR 20S: 
680.| 58. 
Manure,rotted|750.| 0. 
farm-yard. (905 a8. 
OE FOR 
(4 13. 
Marl. 100. 
30 


* In the dry substance. 


and sand, 50—S50, 


TABLE X.—[ Continued. 


NaCl. 


“aw ee 


{ Possibly present. (1) Free acid, esti- | 
mated as malic acid, 1.0—20.0; average 8.6.—(2) Oxalic acid, 58—S80; average 60. 


Uric acid present.—(3) Fluorine, traces. Sand 8—47—(4) Insoluble silicates — 
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TABLES, 
TABLE X.—[ Continued. 
= a: 
: a) 3 Sala jee 
<2 S - 3 Hera easy [eS ere 
S) a ce fe) . Comm — al n Ss ons 
n A |G oO |wul 5 |w eelde [2 mm bp S 
Flesh. 0 4.3 0.1 123. 210. 
0.41 5.8 iy | RORG t |1%4. 397. 
5.0 0.4 144. 299. 
¥odder, dry, 3.3 TG 30./1'70.| 225. |12. 
graminaces, q 3.3 t |180.|400.| 514. |56. 
3.4 | 4.1 enti) alta: 90. |260. 410. 28. 
Fodder, dry, £5 | 4.7% 0 OE9e eS Ps. le E/ESO. |) 150m as 
leguminose, 5.3 | 9.0 |0.081 Patel! peed 190.|}400.| 480. |55. 
oe a OF D- IRS sled 140.|}280.| 330. |80. 
Fodder, green, 0.2) | 1.3 0.3 | 0.4 EE SOs ie Sone nos 
graminaceze. Qe eee Ne ots 0.8 | 1.9 fF OGOR EOS | 2308 ite 
CEPA 025s |EIEO 30.} 90.} 129. |10. 
Fodder, green, 0.2 | 0.9 {0.007 0.3 | 0.2 22.) 30.[- 60. |4. 
leguminose. 2.2 | 2.0 [5.0 0.8 | 1.0 te | M22 160.1 140.192 
0.8 | 1.4 025) | OE: 295) GOR etos 0% 
Fruits. 0.4 0.1 S22 | 29.| 14: 
0.7 0.4 Sante 120. 
———— || So sr 
0.2 | 0.5 Net) Or2 5.0 | 49 64. 
Guano, 6U. 80. 
ammoniacal. 137. 170. 
ff: * | 00. 110. | 
Guano, 0 170. |0 0 0 tr ere 
phosphatic. 270. 420.5 15. 8 40. 
6 340. |3.2 f 125 
Gypsum. 418. tr 
160. | 30. | | 
140. 
Limestone. 0.3 | 0.03 310. 0.32 |0 are 
Ont, (L250 440. 1.76 |1.6 
2.0°| os | 400. 
Manure, fresh IGOR | ae 0.6 {4.0 
farm-yard. 3.0 | 3.0 feb BO! ieee le eels th ti + 
2.0 | 2.8 0.8 |6.0 | 
Manure, rotted 1.2 | 3.4 0.2 
farm-yard. 2.4 | 4.5 oh 1.6 |6.0 
it 3.9 0.9 
Marl. rea Ae: 30. (fe 
15): 5 450. 


* Sugar.—t Present.—{ Possibly present. 
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TABLES. 


TABLE X.—[Coniénued. 


Sysa) o} [6]. lsd eee ae 
Gi on a a 3 ll S he La o — 
milas hs A Z ad oD = < ey oD} 
Milk. 860.] %. 
875. 8.5 
SHOEI Hees ie alee i Weir 1) |p Maz 
(4)| 4. 0 | 0 200. | 0 |———| 0 
Phosphorite | 25. 12.6] 5.0 550. | 2.8 | 0.387—90. |66. 
(Apatite). —— | | —— | —— | | ——_ | |-_-—— — 
15. 5.6] 3.0 449. | 1.8 50. 
Plants, cereal;|126. Rel wae O52 tra) Onda ates 0 0.3 
grain. 148. 39.| 5.5) 1.0 3.4 |10. 2.2 0.6 | 12. 
142. 20 | 4.6] 0.5 0:6 jo1e9 0.18 
Plants, cereal:| 90. 40.| 4.9] 0 irs 2.3 | 0.4 02 | 18. 
straw. 22580 etob ||| AGG edo 15 7 |ebe0 “1256 2.11 | 34. 
150. 45.| 6.0) 2.5 3.6 4 10m hear 
Plants, com- |100. 28 5.2) 0.9 Be 2.0 08 | 0.8 
mercial. 300.) 198 | 54.1] 7.3 Teo ites -l20Sa Be UF ties 
(ops, tobac-|——|-———-| ——-| —- 
co, etc.) 220. 50.}| 15.0) 1.6 8. 3.0 1.74 
Plants, 128. 17.| 6.3] 0.4 0.6 | 0.4 0 0.2 
legume ; 148. 35.| 12.0] 6.0 q Ori | eek 0.48 | 0.4 
seeds. —— —— —- 
144. 2oe| POEs |e Leo ites) abet 0.15 | 0.3 
Plants, 160. 30, |) 2 aaiotel 9.6:] 1.9 0.09 | 2.4 
legume ; 190.} 584.} 25.9] 3.9 7 258 4.6 0.2 3.1 
straw. — -——-|-—— -— | - — 
150 50.| 18.9} 2.6 | | AS | BROS Oa ee 3.0 0.18 2.7 
Potatoes ; TOO) os One eso NAO eeL > (Og2. | One | nae ann 
tubers. 300.| 46. 6.7%| 0.4 gq 0.4] 0.4 0.06 | 0.2 
|7%5.| 10. 6.10.25 0.25] 0.35 0.05 
Potatoes; 770 Tel 08% 6.1 | 2.6 0.5 
tops. 820. 1GR S 2eeime) CT Bedi eek 8.5 
7o7.| 14. 4.5 5.3 | 2.65 0.21. 
Root-crops; |754. Gs], 290.8 0.4 | 0.1 O.Qie |. s0nt 
roots. 920. 10.| 4.3] 2.0 q 0.9 | 0.7% 0.29 |. 0.38 
é 875. Ss] v8.0] 160 0.%7 | 0.4 0.09 | 0.2 
Root-crops; | 765 15, | 8.2) 025 1.7 | 0.4 0; 17h Oe 
tops. 920. 33.) 6.0] 6.0 q 8.6 | 3.3 0.28 |. 2.6 
85 1s. FALE 4.8 | 1.3 0 26-| 1.0 
(2)| 12 937 0 890. | > loins 0 0 : 
Salt. 63.) 983.) 2.3] + . (994. OMT Leos ar brs tr. | 53.0 
34.) 963 22 Maps jet) a 8.0 4820 | ie a er 
Saltpetre ite 330. 
(Chili). 20. siael) oslsh. 
10.} 980. 340. 1.0F/51 0 29.0 


+ Present.—{ Possibly present.—(1) Fluorine 0—49; average 28.—(2) N.O,, 


usually 0. 


TABLES. 


TABLE X.—[ Continued. 


m = 8 
a & Spier a ce te 
Sl poipl oe oe SSIS SER E| os 
i o Gi (eo) A | ._ (S @ai\s SE 
Bape deo lias bepldsioclas ale 
Milk 24. Pa PP 
68 83. |60. 
0.1 | 1.9 ORT 38. 47.* 35. 
Phosphorite. 300.0 3. 0. 
(Apatite). tr. |460.0 43. 5.0 
360.0 DAV 
Plants, cereal ; 0.1) 5.5) tr 0.4 | 0.18 [19. |526:|: %.| 500.) 5. 
grain, 0.5 | 10.0; 6.8 1.7 | 0.27 |42.5/270.|165.} %65.|70. 
0.36 8.0 1.0 0.2— 20.0)120.| 60. ~ 640. 
Plants, cereal ; 0.9 1.4] 0 O29e en 1.%| 6./290.| 180.] 6. 
straw. mole aco O22 4.0 | 1.3 | 4.2/100.|550.| 455./25. 
TA | B25 2.0 3.0] 87.|460.} 300.]18. 
Plants, commer- | 0.8] 3.3) | 0 0.7 
cial. (Hops, to- Kae he 930) Fi 4.8] 8.8 Te) oo" 48 
bacco, etc.) — —— —|—_—— — — 
2.0 Gal a24'| 1:8 672. 
Plants, legume ; 0 5.2] 0 0 0.2 200.) 37.| 270.)12. 
seeds. 2.5 |eBeli tr. 2.5 | 0.6 + |350./145.| 600./76. 
1.3 | 8.0 2.4 | 0.5 250.| 97.} 400.82. 
Plants, legume ; Oa [sony Ont,| Zate (5s |) 48a 250s | aLOs LOE 
straw. 228 aw Galles T 2.2 | 8.1 18. |100./5380.} 400.|50. 
2:0: (eros 1.5 | 4.5 | 9. | 80./390.| 800.]18. 
Potatoes; tubers.| 0.8 | 1.6 0.2 Si, 52) 235-120: 10:5 
0.6 | 2.0) 0.94) + 3.0] 40.} 27.} 160.|8.0 
0.45) 1.7 0.9 2.0} 18.] 10.| 190. |3.0_ 
Potatoes; tops. 0.6 | 0.6 0.5 | 0.4 
O29." 220). OLS 0.6 | 0.% eteont tal F 
0.75] 0.8 | 0.55] 0.55 | 5.5 
Root-crops ; 0.3 0.5| 0.12 0 0.1 5. ioe 23.|0.8 
roots. ich ach -2e6 4.4/2.5 + | 26.) 45.) 155./8.0 
0.6 | 1.0) 0.67 3.9 | 0.38 ill lal. 85.1.0 
Root-crops ; Hak [ORS 0.5 | 0.3 12) Gh. 21s ['3: 
tops. a0 230) Ff 1.4] 10. 8. | 38.} 34.) 129.|10. 
Terie |e 0.6 26: || 25. 60.| 6. 
Salt. 1.4 0 0.5 
10.6 tr. 3.7 
6.0. 1.9 
Saltpetre ot. 
(Chili). 620. 
| 10. 596. 8.0. |170 


* Sugar.—t Present.— Possibly present. 
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TABLE X.—[ Continued. 


° = ° fe) a a 5 x o Ss 
io) Sq jo) a o ian) jo) 2 ct 
cl ca 3s 3 = on a) iS) 
mied| M1 | oe | a | oO eee et ee 
(1) O22! abI3. al ae 0.00231) ir. Sen: 8 15. 
Soils. 990.| 28. |20.7 0.102 170. |14.0 }140. 110. t 
950.| 4.0] 2.0 0.0485 | 5.0 | 3.0 | 50. | 30. | 
Sugar-beet. |800. 3 2.5| 0.15] 0.4 0.4 | 0.16 0.1 
900. 62) 23825)" 053) | 0.9 q 0.7 | 0.21 0.2 
815.| 3b |. 8201 022) 70% 0.5 | 0.2 | 0.12] 0.1 
(2)| 94.| 576 159. | 0 0 
Superphos- [223.| %28.| q 820. 122. 3.0 
phate. ==> == 
155.| 665. 230. | 1.0 } a 
(3)/860.| 17. | 6.0 | 2.0 0.31 
Urine. 925 4. 0 OE AT 0.16 
Herbivora. SS SS |= == 
si5.| 30. [18. | 8.0 4.2 
(4)|934.| 10.3 | 1.7 | 1.0 | 3.6 |0 0 0 
Urine. 970.| 14.5 | 5.0 | 3.0 | 8.0 0.9 0.33 |0.23 
Man. ——|—_—_ —$— |—_— SS |S 
948.| 13.5 | 2.5 | 2.0 | 6.0 0.26 |0.2 | ] 
Water, rain. 0 0 .0001 |0 0 a) 5) 
tr tr. J. 004 a pe eee ain 
9.0014 
(5) 0 0 0.00009]0.007|0.002]0 0 0°. 001 
Water, river. 0.013) 0.024 0.005 {0.1 |0.082)0.007 |0.012 |0.013 
y 0.001 |0.061/0.01 9.006 
(6) 0) 0 0) 0.002]0 a) ‘) 0 
Water, spring. 0.41 |0.58 9.0006 |0.23 |0.104)0.0128)).0045/9.14 
| ‘Joie 4 ae 


+ Present.—{ Possibly present.—(1) Mn, traces to 17; average 0.8. SiO, and 


insoluble silicates 240—930; average %70.—(2) Fe.O.3, usually traces. 


Sand and 


insoluble silicates 29—178; average 48. Soluble P.O; in older and foreign phos- 
Chlorine, usually 0.--(8) Hippuric acid, 


phates, 120; in recent American, 33. 


1.8—60. Urea, 18—‘0; 


average 28.—(4) Urea, 23—33; averave 29. Uric acid, 


0.5—1.1; average 1.—(5) Mn. 0—0.003.—(6) Al,03, NH, Fe.O3, P2O;, and NO; 
usually 0. MgO, K,0,Na.O, S03, COg, and Cl, rarely 0, Organic matter 0—0.07; 


average 0.03. 
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TABLE X.—[ Continued. 


~~ ial OT 
. 2 ‘ B w| oo ns) 
o o ro} a aL = 3 | ag q 
a ro) has rier br iss ce — 
a|lae|e |S |e! 8 |e esi8sezel a 
Soils. 0.070.001; 0.001, 0 0 0.5 
‘11.0 15.00 | 0.12 |220. 14. |50. 
ai 1.5 |1.0 | 0.03| 5 0.3 | 2 
Suvar-beet. 0.18|0.37 | 0.3 6.| 10.|  66.| 6. 
0.28/1.0 1.7 + # | + lh98) | Se aes 9? 
of Pee) |, a, | 
0.2 |0.7 | 1.0] 0.1 s.| 13.| 100.| 8. 
Superphosphate. |121. |126. 0 3.9 
314. [2838 | 59 7. 
210. 170. 20. 
Urine. 0 Salts 0 4.4 
Herbivora. 1.6 14.0 3.3 )26. 
10.8 15. 
Urine. Or4- eG 2.0 G | 
Man. St Ae 5.0 18 
P50 3.6. |14.5 
Water, rain. 0 0. 0.0001 
tr tr. |0.006 
0.0005 | 
Water, river. 0.002 0.001 |0.0017 0 
0.079 0.01 |0.08 0.089. 
0.022 0.046 |0.01 
Water, spring. 0 0 0 0) ) 
0.5 |0.006|0.67 |0.97%0 0.560 
0.2 


* Sugar.—t Present. 


INDEX. 


Acctic acid, as reagent, S—estima- 
tion, 101—in vinegar, 268—oc- 


currence of, 145—reactions..... 101 
AC CTOIVELED Sea Ue ee ie On setae ee 24 
Acids ireessim “wine saee... cence 280 
Albumen, 11%7—in milk............ 263 
Albuminoids, see protein com- 

pounds. 
Alcohol as reagent, 10—estimation, 

1 2G-——TM WATE 5. aa aioe tec heiee ere = 279 
Alcoholometersi.iseneneenieceere 24 


Alkalies, elimination by milk of 
lime, 157—by oxalic acid, 15S— 
estimation as chlorides, 53, 157 
—as sulphates, 53—in gypsum, 
238—in limestone, 209—in marl, 


20%—in wine.......... BR Hee 283 
Alumina, hydrated, in soil......... 186 
Aluminium, elimination of, 153—es- 

timation of, 66—reactions...... 65 


Ammonia, estimation of by distilla- 
tion with sodic hydrate and ti- 
tration, 57—by distillation and 
Nessler’s solution, 58—platinic 
chloride, 55—Schléssing’s proc- 
ess, 56—in beets, 260—in fodder, 
aqueous extract of, 254—in gua- 
no, 232—in manure of the 
farm-yard, 214—in soil, 183—in 


superphosphate, 285—in urine, 
219= im Wael. sinrrereieceis Ce er 202 
Ammonia, reactions of............. 54 


Ammonic acetate as reagent, car- 
bonate chloride, fluoride, 10— 
hydrate molybdate, nitrate, oxa- 
late, sulphate, sulphide, 11— 


RAL GEAUC a2 clicis ote lerep potest deem cists 12 
Ammonio-ferrous sulphate, as re- 
ACCU. ae eee es aoe e svete o cesiee 12 
Ammonium, see ammonia. 
Analyses, calculation of............ 42 


Analysis, qualitative, course of for 
acids, 180—for bases, 136—table 
BOE ss sess 00 Vis Sana Mears one eee 144 


oe ee 


Analysis, quantitative, schemes for, 
161—special methods for separa- 


TON ANS wah ceo, 146 
Animal substances, ash of.......... 248 
Aqua regia, a8: reagent. ©2222 eee 8 
Argentic nitrate as reagent, 12— 

standard solution of............ 95 
Arsenic, occurrence of, 145—reac- 

TLONSs «05 sheet ta eae eee Oo 
Artichokesn. 3.532 Geos eee eee 262 


Ash analysis, preparation of ash 
for, 241—statement of results. ..247 

Ash, elimination of carbon and car- 
bonicacidan:<2 4. ce eee ore 150 

Ash of animal substances, 248-—of 
bone-black, 230—of bone-meal, 
228—of coal, 248—of flour, 262— 
of fodder, aqueous extract, 253 
—of green fodder, 251—of fuel, 
249—of guano, 232—of manure 
of the farm-yard, 213, 216—of 
milk, 263— of peat, 243 — of 
plants, 241—of seeds, 262—of 
superphosphate, 235, 2386 — of 
urine, 218, 219—of wine, 278—of 


Ash of plants, carbonic acid, chlo- 
rine, 243—coal, sand and silica, 248 
Ash of plants, Reichhardt’s method 
of preparing, for estimation of 


sulphur and chlorine........... 246 
Ash rich in carbonates, 243—rich in 

BUCA |. .<\- :c\0/5 + eteaaisleintiealeeeeiee 244 
‘Ash. sulphurine. 2. poses 246 


Ashes of fuel, carbonic acid, chlo- 
rine in, complete analysis of, 


POtASsaAUN ee ee eee eee ee 249 
Baker @uanGs sc a. nese eee 284 
Baric acetate as reagent, chloride 

hydrate, mitrate. 22 622 see eee 13 
Barium, occurrence of, 145—reac- 

TODS .”, 5. . ashes eee eee ee 59 


Bark, tanner’s, tannic acid, water in, 270 
Beets (and turnips), ammonia in, 


ios , 


INDEX. 


258—ash of, 258—crude cellulose 
in, fat, 258—nitric acid 260—ni- 
trogen, pectose, 258—starch 260 
—sugar, 258—water...........-- 257 
LOW IGEN 'S] 07 Oiloe dep Gn Re rece abe canbe 281 
Bone-black, ash of, 280—calcic hy- 
drate in, carbonic acid, chlo- 
rine, nitrogen, phosphoric acid, 
CLG EE WRLC M eta See syste: A. sce gies 230 
Bone-meal, ash of, 228, 229—fat in, 
fineness of division, gelatine in, 
229—nitrogen, phosphoric acid, 


DEAS aaa eT eos ae es ack 228 
Bunsen’s method of filtration...... 33 
Butter (and cheese), casein in, fat, 

267%—salt, 26S—water....... ... 267 


Butter in milk, estimation of, 264, 
266—by Vogel’s optical milk- 


RESbe oy oasis « Lepr esetcs © Seine’ 265 
Calcic chloride as reagent, hydrate, 

MNOTIOE. SUPA. (32.62 =e. rer 14 
Calcic hydrate in bone-black....... 230 


Calcium, elimination of, 157—esti- 
mation of as carbonate by igni- 
tion of oxalate, 60--as lime by 
ignition of oxalate, 61—as oxa- 
late by titration of oxalic acid, 
61—as oxalate in presence of 
phosphoric acid, 62—as sulphate 
by conversion of oxalate into 
sulphate, 62 — reactions, 60 — 
separation from magnesium.... 64 

Calculation of analyses.... ........ 42 

Carbon eliminated from residue left 
after incineration, 150—in urine.223 

Carbonic acid, estimation of, 79— 
by Fresenius’s apparatus, 81— 
in ash left in the determination 
of volatile matter, 150—in ash 
of plants, 248, 244—in ashes of 
fuel, 249—in bone-black, 230— 
in gypsum, 238--in manure of 
the farm-yard, 213, 215—in marl, 
206—in soils, 178--in urine, 218 
—reactions of, 7)—separation 


ACOMMNGMIOTING S255 b05 4.5/5.0 .-\5 oa 83 
Casein, 11S—in butter and cheese, 
DBT ao crops stare ore aie 263, 266 


Cellulose, 108—in excrements of 
animals, 228—in fodder, 252, 256 
—in seeds, etc., 262—in roots, 
Q5S—=TEAChOUS sacs csios eta oss: 108 


299 

Cement, hydraulic, analysis and 
VES AMOR Olas 2. 5 creo oie rescore nets 211 
Cheese, (see also butter)............ 267 


Chili saltpetre, adulterations detect- 
ed, 240—complete analysis of, 
239—nitric acid in, 240—potash, 
soda, water in. . een Coo 

Chlorine, estimation of by gravime- 
tric process, 94—by volumetric 
process, 95—in ash of fuel, 249 
—in ash of plants, 243, 244—-in 
bone-black, 230—in farm-yard 
manure, 215—in organic combi- 
nation, 152—in the plant, 245— 
in soil, 186--in urine, 220—reac- 
tions of, 94—separation from 


CALDOMICH ACI as sare aac teres gael 83 
Citric acid, as reagent, S—-occur- 

rence of, 145—reactions........ 103 
Clark’s method of determining 

hardness of water.............- 274 
OF ae ee ne Oo etna tor oe 212 
Coal (carbon) in ash of plants...... 243 
CoalaAshe scorn ctso> «fain ois ateran = Seveie ste 250 
Cobaltic nitrate as reagent......... 15 
Cochineal’asreacentit2.% 202. --a.- 15 


Copper, occurrence, 145—reactions. 73 

Coprolites, complete analysis of— 
phosphoric acid in.... ......-. 231 

Cupric acetate as reagent, sulphate, 15 


Curcuma-paper. o. 2.22 ee ee 15 
Cyanogen, occurrence, 146—reac- 
[NOMS Rabestoece copddsosdooude 97 
Meeiccabon theta san esse er 40 
Desiccation of substances.......... 147 
Division of solutions in quantita- 
TLVCs ANALYSIS: an ee esas ete 40 
Dragendorff’s process for estimat- 
TNOASTALC He ate m reteset is a -ie 111 
Dung Of animals... 02. vss. 2.3 223 
Bther as: reagent: 205% e226 ese = 15 


Evaporation, 27—of solutions con- 
taining excess of ammonic salts, 
when the residue is to be ignit- 


CUS hate ea Ns aces adee taeda: e's 28 
Hixcrements, SOldesoan. 22-75 - 223 


Fat, 125—in beets, 25S—in bone- 
meal, 229—in butter, 267—in 
flour, 262—in fodder, 252—in 
milk, 264—in seeds............ 262 

Fehling’s solution............-..++5 113 

Ferric chloride as reagent, 15—ni- 


300 INDEX. 
eatrate, (Oxides. asec: snseles Ge ame 5 VAMC eee cr ais «v2 se 209 


Ferric oxide, elimination, 153—esti- 
mation, 67— hydrated, with 
aluminic hydrate in soil, 186— 
and other substances in farm- 
yard manure, 216—reactions, 66 
—separation from phosphoric 


ACs: Se hsb haa Se eter 153 
Ferrocyanogen, occurrence, 146— 
PEACTLONS!. acunlieee ae fee 98 
Ferrous chloride as reagent, 16— 
Sulphide. sc 5 ne Aes Veen eee 16 
Ferrous oxide in soil, ‘estimation, 
1Si——reactions sews. Aae.-be ete 66 
Fertilizers, 213--commercial, tariff 
of prices for valuation of...... 226 
Fiber, see cellulose. 
IDLING hy. crevice eee eter er or Oe: 
Filters, incineration of, 38S—wash- 
ing of with dilute acid.......... 31 


Filtration, 31—by Bunsen’s process, 
33—by the wash-bottle arrange- 


me TG = aie he tite ett On 
Fleck’s method of determining 

hardnessiofpwater: ai... eel 276 
Flour, (see also seeds)...........-.- 262 
HIVOvNCAreAachlOns eee eee e eee 99 


Fodder, aqueous extract of, estima- 
tion, 253—-ammonia in, eg 
of, 253—gum, nitric fed in, 
—-nitrogen, 254—sugar.......... 955 

Fodder, dried, 251—ash, 251—cellu- 
lose in, fat, protein compounds, 
252—starch, 257--water.........251 

Fodder, green, ash of, water in, 
preparation of sample for analy- 


Siseuuppn ecco abhi canuosgousod 251 
Gelatine in bone-meal.............- 229 
Glucose, estimation, reactions...... 113 
Graduated instruments, testing and 

USC [OL seieae See ee RRO ee Meee 40 


Guano, ammoniacal (Peruvian), ash 
of, and ammonia in, 232—com- 
plete analysis of, 233—marks of 
a good article, 233—nitrogen in, 
232—oxalic acid, 938 —phosphor- 
ic acid, etc., 232—solubility in 
water, 2338—uric acid in, 233— 
WALLET D1) sOrek Re eea ts See we 83s ae 232 

Guano, phosphatic (Baker, etc.)... .284 

Gum, estimation of, 112—in fodder, 
aqueous extract of, 255 —in 


Gypsum, alkalies in, and carbonic 
acid, 288—complete analysis of, 
237—solubility in acid, water 


Heat, absorbent power of soil for, 
and conducting power, 197—re- 


taining power... 25: 2a. eeeeeee 198 
Hippuric acid, estimation, reac- 
tions, separation from uric, 106 
=in-urine. 3. Get eee 221 
Hops, s eieumed of analysis of ash 
Of... Viei..tn) Ree 238 
Humus in marl, 208—in soil........ 183 
Hydric disodic phosphate as re- 
acent,).....)Siohes Ben eee 21 


Ilydriodic acid, reactions of.... ... 98 
Hydrochloric acid as reagent, S—es- 


timation, see chlorine — reac- 

tiONS.... 4:05, Ae eee 94 
Hydrocyanic acid.2..... fees 97 
Hydroferrocyanic acid......... ss 298 
Hydrofinoric acidicg2-2-e.e8 989 


Hydrogen as reagent, 16—in urinc, 223 
Hydrosulphuric acid as reagent, 8— 
estimation, see sulphur—reac- 
tions icses-ie Ae Be 98 
Ilygroscopic moisture, estimation..147 
Ignition of precipttates, 388—of resi- 
dues containing excess of am- 


monic salts.:: 2i: :ageoee see 28 
Incineration of filters, 88—to deter- 

mine organic matter........... 149 
Indigo solution as reagent........ aly 
Iodine as reagent, 16—occurrence, 

146—reactions..... Bo RELI Seis: 


Iron (see also ferric oxide), estima- 
tion by precipitation, 67 — by 
volumetric process with potas- 
sic permanganate, 67—by volu- 
metric process with sodic hypo- 
sulphite, %0— reactions, 66 — 
separation from alumina and 
phosphoricacid........ sis, 153 

Tron turnings as reagent, 16—wire.. 16 

Lactic acid, estimation, 105—occur- 


rence, 145—reactions:.......55. 104 
Mactometer:.. cn... eee adeno eee .. 24 
Lacto-protein in milk.............. 266 
Lactose, 117—in milk... ........ +.266 
Lead, occurrence, 146—reactions... %2 
Lead-paper as reagent.......5....6. 16 


INDEX. 301 
Teevigation...................:.... 26 | Milk, albumenin, ash, casein, 263— 
Levyulose:. =... Seog bodice sian ae ee oe 115 fat, 264, 265—lacto-protein, etc., 
GAC EU CCL Sp. F 27 at aies aletice: die si aisretsisio c+ 209 266—protein compounds, 263— 


Lime in marl, 206—in water, 273-- 
reactions and estimation, see 


value for mortar lime, 210—for 
bydranlic Cement, ./5.. =....1o5211 


Litmus-paper, blue and red........ 16 
Magnesia (calcined) as reagent, 17 
MASA ESTANMIR LUNG st h:s/-1.06 siale « 17 


Magnesium, elimination from mix- 
ture of metals, etc., 157—esti- 
mation as pyrophosphate, 63— 
reactions, 62—separation from 
calcium as pyrophosphate, 64— 


by Sulphuric acid... ........:. = 6D 
Malic acid, estimation, 104—in 

wine, 282—occurrence, 145—re- 

0100 oo oe a Shcisiete 104 
Previt, As TEAC OM ts 055 ce: aslo 2 92% ee AlrG 


Manganese, climination from mix- 
ture of substances, 156—estima- 
tion, 7i—occurrence, 146—reac- 
PIGIATON CS ae AS Bales ee ae TL 

Manganic binoxide as reagent..... BEY 

Manures, commercial, general con- 
siderations, 224—nitrogen in, 
225—phosphoric acid, 224—po- 
tassa, 225—statement of analy- 
sis, illustrated, 225—tariff of 
prices for valuation of.......... 226 

Manure of the farm-yard, 213—am- 
monia in, 214—aqueous extract 
of, 214—ash, carbonic acid, 213 
—insoluble part, 214, 216—nitro- 
gen, organic matter, 213—state- 
ment of analysis, illustrated, 
217—sulphur, sulphuric acid in, 
2i4—water......... eae Se ee 213 

Marl, alkalies in, 207 — carbonic 
acid, 206—humus, 20S—lime and 
magnesia, 207—nitrogen, 208— 
phosphoric acid, 207—silt analy- 
sis of, 205—water..... ........-206 

Manly burnedeesizipecks. ssi: Sb Hee 208 

Meal (see also seeds)..............-262 

Measurement of solutions. ........ 40 

Mercuric nitrate as reagent, 17— 
standard solution of............122 

Mercurous nitrate as reagent... . . 17 


sugar (lactose) 266—Vogel’s op- 


tical test, 265—water........... 263 
Milk of lime as reagent............ ile’ 


Nessler’s solution as reagent, 55— 
estimation of ammonia with... 53 
Nitric acid as reagent, S—estima- 
tion of by fusion of nitrate with 
silica, 92—by insolubility of am- 
monic nitrate in alcohol, 93— 
by Schléssing’s process, 89—in 
beets 260— in Chili saltpetre, 
240—in farm-yard manure, 215— 
in fodder aqueous extract, 255— 
TM SOU A iiz.d aoe HSS ye eee 185 
IND iriciacid: reactions=. 5.4.0 00eeeee 88 
Nitrogen in beets, 258—in bone- 
black, 230—in bone-meal, 228— 
in commercial manures, 225— 
in fodder, 252, 254—in guano, 
232—in manure of the farm- 
yard, 213,215, 216—in marl, 20S— 
in soil, 173—in superphosphate, 


250 == ULIICT ae ates oe ake 219 
Nitro-hydrochloric acid, see aqua 

TEST AE Ml ete woes 23 ae 
Nitrousticid aniwaterssss scot eee 273 


Organic matter, estimation by igni- 
tion in muffle, 149—ignition in 
platinum dish, 149—by titration 
with potassic permanganate, 
151—in manure of the farm-yard, 
213, 215—in soil, 188—in urine, 
21S in wateres.tc saseeeseee 272 

Oxalic acid as reagent, 9—estima- 
tion by conversion into carbon- 
ic acid, 101—by titration with 
potassic permanganate, 100—in 
guano, 233—reactions of, 99— 
standard solution of............ 50 

Oxygen, preparation of............ MG 

Pea, as fodder plant, statement of 
analysisiot st. susedvaeen. y~ 25% 

Peatiasheshicis.cucktoe oggetemer sa. 200 

Pectose dmupbects: te... 0 ameriesee 205 

Pernvignspuano, aise «2. sictoaa aoe 

Phosphate, see superphosphate. ... 

Phosphaticspuanor. 2s o224/ 505s 23 

Phosphoric acid, 88—climination by 
ammonic molybdate, 85, 157—by 


ferric chloride, sodic acetate, 
magnesia mixture, and citric 
acid, 159—by metallic tin, 155— 
in presence of large excess of 
ferric oxide, 160—when it alone 
is to be estimated, 159—estima- 
tion as magnesic pyrophosphate 
84— by volumetric process, 
86—in Done. -black, 280—in bone- 
meal, 228—in commercial ma- 
nures, 224—in coprolites, 281— 
in guano, 232—in marl, 207—in 


phosphorite, 231—in superphos- 
phate, insoluble, 286—soluble, 
250—— I ELN Cee msee aoe eee = 2.222 
Phosphoric acid, reactions of....... 83 
Phosphorite, complete analysis of, 
231—phosphoric acid in........ 2381 
Phosphorus salt, as reagent....... 18 
Piknomeferssce Jf) amie trees Sele 23 


Plant ash, see ash of plants... 
Plant, chlorine in, 245, 246—sulphur- 


ic acid (ready formed), 245—to- 

talsulphurs occ... . 245, 246 
Platinum crucibles, care of......... 40 
Platinic chloride, as reagent........ 18 
Plumbic acetate, as reagent, binox- 

ides Oxadle. ss Per) ae ee 18 


Potash compounds, commercial... .239 

Potassic acetate as reagent, 18—hi- 
sulphate, chromate, chlorate, 
dichromate, ferricyanide, ferro- 
cyanide, hydrate, iodide, per- 
manganate, 19—and sodic car- 
bonate, and sodic tartrate, 
sulphocyanate...steecent sasriue oe 20 

Potassium, elimination from mix- 
ture of metals by milk of lime, 
157— by oxalic acid, 158 — by 
platinic chloride, 159—from sili- 
cates, 76—estimation as chlor- 
ide, 45—as potassic platinic 
chloride, 46—sulphate, 46—by 
titration with standard acid, 47 
—in ashes of fuel, 249—in Chili 
saltpetre, 239 — in commercial 


manures, 235—in water......... Ae 
Potassium, reactions, 44—separa- 


tion from sodium by indirect 
determination as chloride, 53— 
as sulphate, pened platinic 
Chloride: << ayn. sates tas enee. 252 


INDEX. 


Potassium and sodium, conversion 
of mixed sulphates into chlor- 


Potatoes, dry substance in, soluble 
in water, protein compounds in, 
261—starch, 262—water......... 261 
Precip tatin =.= eee sidatl eee eae 29 


Precipitates, ignition of, with filter, 
388—after separation from filter, 
38—transferring of to filter, 30— 
washing of, 32—weighing of.... 38 

Protein compounds, estimation - 
118—in fodder, 252—in milk, 26 
—in potatoes, 261—in seeds, 3 
—in wine, 278—reactions of....117 


Qualitative analysis, course of...... 130 
Quantitative analysis, schemes of...161 
Quartz powdered, as reagent....... 20 


Residues, ignition and weighing of, 38 
Results of analyses, calculation of.. 42 
Rocks, and products of their weath- 


CrINS. 64.445 1 1d 205 
Saccharose, estimation, 116—reac- 

TIONS J sd eee i. scale 
Saccharometer...... oie WE 24 


Salt, complete analysis of, 238-—esti- 
mation of in butter and cheese. .268 
Saltpetre, Chili, see Chili saltpetre. 
Sand in ash of plants, 248—in soils, 
182—separation of from silica.. 75 
Schléssing’s process for estimating 
ammonia, 56—nitric acid........ 89 
Seeds, ash, etc., dry substance solu- 
ble in water, in starch, water. . .262 
Silica and sand in ashes............ 243 
Silicates, fusion of with sodic and 
potassic carbonate, 76—solnution 
of, 74—treatment of with ammo- 
nic fluoride, 77—with hydrofiu- 
OTIC. ACId. 245.22 e see ee eee Fes sk 
Silicic acid,.estimations and reac- 
tions, 74—separation of from 
coal and from sand........ Hove 
Silt analysis of marl, 205—of soils, 
Dietrich’s method, 172—Noébel’s 


methode.i sine ae Sone 169 
Silver refuse, to work over...:..... 12 
Skin, powder of, as reagent... ose 118 
Soda-lime as reagent............... 20 
Soda, standard solution of.......... 50 


Sodic acetate as reagent, 20—sodic 
and ammonic phosphate, 20—bi- 


ee ae ee ee ee 


‘=... 
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sulphite, carbonate, hyposul- 
phite phosphate, nitrate........ Pal 
Sodium, elimination of from sili- 
cates, 76—climination with milk 
of lime, 157 — with oxalic acid, 
15S—estimation of as chloride, 
or as sulphate, 52—by indirect 
processes, 53—in Chili saltpetre, 239 
Sodium, reactions, 51—separation 
™ from potassium by indirect meth- 
od, as chloride or as sulphate, 53 


—by platinic chloride........... 52 
Sodium, sulphate of converted into 
PLOT Cee aI Toes cheep eh. gee 53 


Soil, absolute weight of, 198—ab- 
sorptive power of for salts, 1SS— 
adliesive: power. of..2).5 22385 200 

Soil analysis, experiments to be 
combined with, 200 — general 
considerations in regard to, 165 
—preparation of sample for....166 

Soil analysis, chemical part, prepa- 
ration of solutions for, 174— 
with carbonated water, 177— 
with cold hydrochloric acid, 174 
—with hot hydrochloric acid, 
179—with hydrofluoric acid, 181 
—with phosphoric acid, 182— 


Soil analysis, mechanical part, 16S— 
silt process by Dictrich’s meth- 
od, 172—by Noébel’s method, 169 

Soil analysis, physical part, in rela- 
tion to heat-absorbing power, 
19%7—to heat-conducting power, 

» 197—to heat-retaining power, 198 
—consistency, 199-—power of ab- 
sorbing water-vapor, 192 — of 
retaining liquid water, 193—of 
retaining water-vapor, 192—rate 
of evaporation of water from, 
194 — readiness with which 
water moves downward in, 197 
—readiness with which water 
moves upward, 196—readiness 
with which water percolates 
through,196—volume when com- 
pletely saturated with water, 199 
—porosity, 199—specific gravity, | 
apparent and real, 198—tenacity,199 

Soil analysis, statement of results 
pinsirateds: SF 5 22t.  feecl eee 188 


Soil, estimation of ammonia in, 188 
—of carbonic acid, 173—chlo- 
rine, 186—ferrous oxide, 187— 
hydrated alumina and ferric ox- 
ide, 186—humus, 183—nitrogen, 
total in, 173 — nitric acid, 185 — 
organic matter, 183—sand, by 
phosphoric acid, 182 — sulphur, 


1S6— waters nc..tesik eee: 173 
Solutions 225 ses cen eee ee 25 
Solutions, division and measure- 

MEN ENOLS AM sok sowle tia Aeroee he Be 40 


Solutions standard, preparations of, 
48, 55, 67, 70, 86, 95, 100, 1138, 122, 
LOTT QOGE fen i ca dole. tet setelsle oye 274 

Solutions, estimation of solid mat- 
terin by simple evaporation on 
water-bath, 14S—after mixture 
with gypsum, 149—by evapora- 
tion in vaccuo on hot sand, 148 
—to save ammonia that may be 
AVENE Olin ee casera ies ioers oe Meisels 148 

Specific gravity of liquids, with the 
areometer,23—with the piknome- 
ter or specific-gravity bottle, 23— 
of soil apparent and real, 198— 
of solids by specific gravity of 
liquid of the same density, 25— 
if soluble in water, 25—by vol- 
ume of water displaced, 24—by 
weight of water displaced in 
piknometer, 24—of urine, 217— 
of wine, 278—of wool .......... 270 

Starch, 109—estimation by conver- 
sion into sugar by malt, 109—by 
sulphuric acid, 110 — Dragen- 
dorft’s process,111—in beets, 260 
—in fodder, 257—in potatoes, 
262—in seeds, 262—reactions of,109 

Starchipapers. de \ccs sciences es vee 21 

Sugar (see also saccharose, glucose, 
etc.) estimation in beets, 258— 
in fodder, aqueous extract, 255 
—milk, 266, 267—in wine....... 209 

Sulphur, estimation in organic com- 
bination, 152—in manure of the 
farm-yard, 214—in plant, total, 
245—in soil, 286—in urine, 223— 
REO HUONG - ine Golan p woobcdcoecor’ 9S 

Sulphuric acid as reagent, 9—elimi- 
nation of, 157—estimation, 78— 
in gypsum, 237—in manure of 
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the farm-yard, 214—in plant, 245 
—in urine, 223—in vinegar, 268 
—in wine, 283—reactions of, 78 
—standard solution of.......... 48 
Superphosphates, ammonia in 235— 
ash, 235—complete analysis of, 
236—nitrogen in, 285—phosphor- 
ic acid, insoluble, 286—soluble, 


235—water...2s...: Pee erin hiaiae 23 
PADIES vac terde acne Natron citer et ene 2984 
TAUHerS Datln ven see ese eae 270 


Tannic acid, as reagent, 10—estima- 
tion, 107—in bark, 270—in wine, 
280—occurrence, 145—reactions.102 

Tin, as reagent, 21—use to elimi- 


nate phosphoriciacid..:......--- 155 
MinmericuassredSenieee sete nee ere al 
Uranic acetate as reagent, 21—stand- 

ard esolution Olas cere aee rer 78 
Urea as reagent, 22—estimation, 122 

—in urine, 221—reactions....... 122 


Uric acid, estimation, 105—in gnano, 
235—in urine, 221—reactions, 105 
—separation from hippuric..... 106 

Urine, ammonia in, 219—ash of, 218, 
219— carbon in, 223—carbonic 
acid, 218—chlorine, 220—dry sub- 
stance in solution, 218—hippuric 
acid, 221—hydrogen, 228—nitro- 
gen, 219—phosphoric acid, 222— 
sulphur and sulphuric acid, 228 


—urea, 220—uric acid, 221— 

SPCCHICROTAvT hy mOlm se amos eee oly 
Valuation of manures.............. 226 
Vinegar, acetic acid in, 268—free 

Sulphurievaerd ees cee. ste bisterc sete 268 
Vogel’s optical milk test............ 265 
Washine Wotiler. 4 occ csc eeee meee 33 
Water distilled as reagent........-. 22 


Water, hygroscopic, estimation of 
by simple desiccation on the 
water-bath, 147 — estimation 
when ammonia is present, 147— 


INDEX. 


estimation by simple ignition, 
147— estimation of in bark, 270 
—in beets, 257—in bone-black, 
230—bone-meal, 228—butter and 
cheese,267—Chili saltpetre,239— 
fodder,251—green parts of plants, 
241—eypsum, 287—guano, 232— 
marl, 206—milk, 263—potatocs, 
261—roots, 241—salt, 288—seeds, 
262—soil, 173—superphosphate, 
234-—WOOlt 2 on. sac acer ee 270 
Water, estimation of ammonia in, 
272— of dry substance in solution 
in, 271—of hardness, Clark’s 
method,274—hardness byFleck’s 
method, 276—of lime in, 273—of 
nitric acid, 272—of nitrous acid, 
273—organic matter, 272—the 
same by titration with potassic 
permanganate, 151—potassa in..272 
Water, expulsion of from solutions, 
see evyaporation—relation of to 
soil in liquid form, 195—as va- 


Wine, alcohol in, 279—alkalies in, 
288—ash of, 27S—average com- 
position of, 283—dry substance 
in solution, 278—free acids in, 
280—gum and sugar, 279—malic 
acid, 282—protein compounds, 
Q78—specific gravity of, 278— 
sugar, 279—sulphuric acid free, 
988—tannic acid, 280 — tartaric 


VCM:.456.%3.5 ee eee sina ROW 
Wolff's process for converting starch 
into SUGAal. sce: eee ee eee 111 


Wool, estimation of ash of, 270—of 
effect of washing at the factory, 
270—water in, 270—preparation 
of sample for examination..... 269 

Zinc as reagent, 22— occurrence, 
146—reactions...5.i/csaeaeeens Oe 


ADDENDA 


FROM PERIODICALS RECEIVED WHILE THE FOREGOING 
MATTER WAS IN PRESS. 


BUNSEN’S FILTRATION PROCESS; page 33. R. §. Dale (Chem. Neus, 
Eng., Hd. 20, 108) states, that more rapid filtration can be obtained by 
substituting platinum-wire gauze, for the foil in the funnel, without any 
more danger of tearing the paper; and the gauze funnel can be fitted in 
the glass one with sufficient accuracy, by means of a cone of wood turn- 
ed to the proper angle. Undoubtedly, this gauze funnel can be advan- 
tageously used in cases where the pressure on the liquid in the filter is 
much less than an atmosphere, as when the rarefaction of the air in the 
filtering flask is effected by means of the flow of water from one bottle 
to another. 


STANDARD ACID AND ALKALINE SOLUTIONS; page 48. Dr. Fleischer 
(Chem. News ; Am. Repr., 5, 83) gives some good reasons for preferring 
a standard hydrochloric acid, instead of sulphuric; it forms soluble 
salts with all the alkaline earths, is readily obtained pure, is estimable 
with great aceuracy by a standard solution of argentic nitrate as well as 
by an alkali, and its constancy is unimpeachable. The standard of the 
acid can be determined by means of a weighed amount of pure calcic 
carbonate, that has been slightly heated, or by the standard argentic so- 
lution. 

For a standard alkaline solution, ammonia has many advantages over 
soda; it is more easily obtained pure, and has so slight a tendency to 
absorb carbonic acid from the air, that no special provision need be made 
against it. 

As some neutral ammonice salts have a slight acid reaction when the 
solution is hot, the liquid to be tested should be cold. A solution con- 
taining half an equivalent of ammonia in the litre, is recommended. 

Both of these standard solutions should be kept in a cool place, free 
from dust. If the ammonic solution is exposed to hot summer weather, 
the bottle containing itshould be placed in cold water that is renewed 
every day; by exposure toa temperature above 25° C., the standard of 
the solution will be very slightly altered. 

ESTIMATION OF IRON BY THE PERMANGANATE PROCESS; page 67, M. 
Moyaux (Revue Universelle des Mines, etc., Chem. News, Am. Repr., 5, 179) 
states, that the use of ammonio-ferrous sulphate to determine the stand- 
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ard of the permanganic solution is unsafe, for the reason that the com- 
position of the salt is not constant, and that, consequently, metallic iron 
or oxalic acid must be used. Fresenius also, gives the preference to the 
use of metallic iron as the most accurate, although perhaps less conyven- 
ient, method; he gives the following directions for executing the proc- 
ess. Weigh out about 0.2 grm. of the finest piano-forte wire, free from 
rust, and add to it in the long-necked flask (p. 68) 20 c.c. of dilute sul- 
phuric acid, and as much water, and proceed with the solution in the 
current of carbonic acid, and the subsequent titration, as directed in tlie 


case of the use of the ammonio-ferrous sulphate. Instead of F, 
7 


in the proportion on page 69, substitute F x 0.9973 this product is taken 
as the weight of pure iron in the weight F of iron used, since the purest 
wire contains about 0.5°|, of impurities. 


In the text (pp. 69, 154) the preference is gfven to a sulphuric-acid so- 
lution of the ferrous salt for titration rather than a solution in hydro- 
chlorie acid. In an appendix to his Quantitative Analyse, Fresenius states, 
that the titration of a hydrochloric-acid solution is unreliable unless con- 
ducted as follows. Make the volume of the solution up to a quarter of 
a litre, add 50 ¢.e. of this solution to a considerable quantity of water 
acidified with sulphuric acid, titrate this mixture with permanganate, 
add to it 50 ¢c.c. more of the ferrous solution, titrate again, and so on 
with athird and fourth portion of the same solution; finally use the 
last two results, the mean of which multiplied by five will give the 
amount of permanganic solution that should be required for the whole 
amount of the ferrous solution. 


THE PRECIPITATE OF AMMONIO-MAGNESIC PHOSPHATE, IN THE ESTI- 
MATION OF MAGNESIUM, PAGE 64, AND OF PHOSPHORIC ACID, PAGE 87. 


As the results of experiments by Kubel and by Kiesel (Fes. Zeitschrift 
8, pp. 125, 164), itappears that the solubility of this precipitate in the 
jiquid in which the precipitation takes place, in the presencé of con- 
siderable ammonie chloride and a not too great excess of magnesie sul- 
phate, is very nearly compensated for by the minute quantity of basic 
magnesic sulphate, or of magnesia, that is precipitated at the same time; 
hence the correction for the imperfect insolubility of the precipitated 
phosphate seems to be unnecessary. 


ORGANIC MATTER IN WATER, page 272. R. Angus Smith, who is a 
strong andearnest champion for the permanganate process, in the ex- 
amination of water with respect to the presence of hurtful organic 
matter, uses a stronger solution than Kubel (see page 151). He adds 2 
germs. of the salt to a litre of water, and gives the following directions 
for the titration: 

To not less than a litre of the water add a drop of this permanganate 
solution; stir the liquid well, and wait until the color disappears, and 
proceed in this manner as long as the color disappears quickly, say in a 
minute or two; generally, considerable permanency of color is obtained 
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in 10-15 minutes. Then add 3 germs. of sulphuric acid to the liquid and 
proceed to add more permanganate in tlhe same manner as before, 

According to Dr. Smith, the oxygen of the permanganate used before 
adding the acid, was taken up by products of putrefaction in solution in 
the water, such as sulphuretted hydrogen, and that required after the 
addition of the acid, was consumed by easily oxidizable organic (animal) 
matter; all matters that thus act speedily on the permanganate are the 
most harmful in « sanitary point of view. 

Aecording to this writer and to W. A. Miller also, the results obtained 
can be expressed more accurately, by giving instead of the number of 
cubic centimetres of permanganic solution used, the wnount of availa- 
ble oxygen therein—of which each eubic centimetre contains 0.005 
grm. 

Dr. Smith estimates the nitrous acid in the water roughly, by di- 
luting a measured quantity of it until iodized starch paper (paper 
dipped in a solution of potassic iodide containing a little starch) is 
no longer colored blue by it, even after a contact of several minutes; 
this diluted solution then contains about one part of nitrous acid in 
100,000 of water, and upon this basis the proportion in the water 
before dilution ean be estimated. (Chem. News Am. Repi. 5.141, Hay. 
Hd. 20.118). 
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